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(2) #^2 001-523695 

o 



x /(H 2 C) n ^ / (CH2)m R2 



'\=/ 



Y|i, -CH-, -CHCCH,)-, -CCCH,),-, -0-, -NH-, -CHCSH)-, -CHSAc)-, -CH( 
OH)-, -CHCI-, -CC=0)-, -CC=0)CH-, -CHNHCC=0)-&U? -O^NCCH, )CC=0)-^t, 

Rx (i. t^M. OH- MeNH-, Me,N-, EtNH-, Et 2 N-, 0-^=010^ NH-, n-^ 

n \£ ;u-NH-, i-yn t: ;P-NH-, ^ n :/n t: ;u-NH-, i-y n t; ;p-IWe-, ^-f- jv- 
tfnijy*>- JV-NH-, ^^^^CCHjXNH-, HONH-, MeONMe-, NH 2 NH 

-, CH3O-, CH3CHO-, CH 3 (CH, ) 2 0-, Me 2 OHCH 2 0-, H , CF,-, BrCH 2 -, CICH 2 -, N 
2 CH-, HOCH, CH, NH-, 0HOCH 2 CH 2 ) 2 N-, HOCH 2 Q\ CH 2 NB- #0? H0CH 2 CHCOAc)CH 2 0- 

R 2 fciL -CH, , -CCH 2 ) 2 OH J , -CCH 2 ) 4 CH, , -(CH 2 ) 6 CH 3 , -CH 2 OCH 3 , -CH 2 OH, -CON 

0 ~ 15<?>g^r-e^ (j % m ji 0 ~ 15 <7>&%tX-& *) , fit, n+m <7>£-ft 
fi 11 ~ 15-e$> 19 , 




C3) #3*2 0 0 1 -5 23 69 5 

Y*«CH 2 -e^«9 N n fit 4-c& *) % R2 <H § % R 

{J -CF,, -CH,a, -NH0H, -C(0)M 2 , -CN 2 , Rtf -CCWOEtfrbft&mjilQMti 

Y CHCI-e^ 19 , n # 4-e$, 19 % m # 7-^* 19 , R 2 CH, * t § . R 

Y #s CH(OH)-c^ 19 , n # 4-?^ K) x m 7-c& ^ , R 2 #s CH3 & £ 
Ri 14 NH,-Cfi4 <, 

Y ^ CC=0)x^ «9 n j&s 4-e^> 19 , m f/s 7-?% 19 ^ R s ^Oi3^l.ti, R 
x it ^2 RXf CH 3 CH J 0-x-{4^< % 

Y #*CH 2 V) , 4 ^ n ^ *) , 4 ^ n ^ ►) , R, ^ CHf$, 
4fc£* Ri fi NH, frZF 0H-ciifcv> o ) ) 

m*tfl9fea*ifi*-i-*fc«>*». 




Yfi, -CH 2 -, -CH(CH)-, -CCCH ) 2 -, -0-, -NH-, -CH(SH)-, -CHSAc)-, -CHC 
OH)-, -CHC1-, -C(=0)-, -CC^CHj-, -CH 2 NHCC=0)-& & -CH, N(CH 3 ;CC=0)-^ £, 



00 #312 0 0 1 -52369 5 

Kit, tK^. -NH 2 , OH, MeNH-, M^N-, EtNH-, Et 2 N-, CH=CHCH NH-, n-f 
DH°;U-NH-, i-zf n Ujw-NH-, u-fu t°;u-NH-, i-yn tf ^-NMe-, yf-)V- 
NH-, enU-yy-, 7 i - JW-NH-, 7j-)i/ CCHj ) 3 NH-, HONH-, MeONMe-, NH 2 NH 
-, CH 3 0-, CHjCH.O-, CH 3 (CH, ) 2 0-, Me 2 CHCH 2 0-, H-, CF 3 -, BrCH 2 -, C10H 2 -, N 
2 CH-, HOCH 2 CH 2 NH-, CHOCH, CH 2 ) 2 N-, HOCH 2 CH, CH 2 NH- J^tf HOCH 2 CHCOAc)CH 2 0- 

R 2 fi, -CH,, -(OH 2 ) 2 CH, , -(CH 2 ), OH 3 , -(CH 2 ) 6 OH 3 , -O^OCH, , -CH 2 OH, -CON 

n f i 0 ~ 15<^^-c^ V) x m Ji 0 - 15 <*>a£&-cjfc V) , {0 U »™ O^ft 
|J 11 - tj N 

Y CH 2 *> , n ^ V) s mrf V) > R 2 OH, £ £ , R 

i it 4 ijaHfttaX-ctt* < , 

Y ^CH 2 K> „ n 5-?& % m 7-?% 19 , R 2 # CH"CifeS t £ , Ri 
fj -CF 3 , -CH 2 a, -NHOH, -<:C0)ISH 2 , -CN 2 , £tf -C(0)OEt^ t> & * & <fc *) Mil 

Y CHCl-cfc V) , n ^ 19 % m 7-e& V, % R 2 CH, ^4 £ , R 
1 fi NH 2 -r^i^<, 

Y CHCOH)-e^, 19 > n # k> > m & t) y R, CH,-^ & t g 
Ri {4 NH 2 Tf4^ < , 

Y & CC=0)-e^> «? n # 4 X *$> <0, ™& K) , R 2 CH, £ , R 
1 tt NH 2 CH J CH 2 0-e{i^< % 

Y ^CH, *) . 4 ^ n ^ 9x~$> i) , 4 ^ n < 7 T ^ »j % R 2 # CH 5 



C5) ft3k2 001-523695 

[ 0 0 0 1 ] 

*^W<±, *1^T5 F (oleamide) T =f-X h fctfJElfiKT 5 Kin*£#«* 
x r tMtio 

*l/75 KCUtt, BBRiam ( 5_lee P recovery) K&if&mmbtt&mi&tH 

& (disappear) <D^rn^xEmmm^^mm-r^ i ta^sjifcrttfEta- 

<7)SIJKjB£— 5 F-Cafe* (Cravatt et al. C1995) Science 268, 1506-1509; L 
erner et al. (1994) Proc. Natl. Acad. Sen. USA 91, 9505-9508; Cravatt et 
al. (1996) 3. An. Chem. Soc. 118, 580-590) o J&mftXit&ffi. 

»®7< FlW*iW»MSJ* (FAAH, ^U75 FiD*fl-»»3R) ti, 1**W 
(Kf =13 ft* 1 •C*4£c* J ffJE**L , tV>4 e FAAH^^, #«ffr*t 
SWrtSt'J^^ LTt£o7t>^5 K (anandamide) £#tffg|g<^ 

fllJte K t 3 f * ##1- * tkfc * # i- * £ t a*a wi s *i o 

ffiRVm&tiK -17 5 Kfcfcit*^-/^ F^JV-^y&OM y -fe> 
Hi (terminating) tattOil1*-CW»»*Lii (Patterson et al 

. C1996) 3. Am. Chem. Soc. 118, 5938-5945; Cravatt et al. (1996) Nature 
384, 83-87; Ciang et al . (1997) Proc. Natl. Acad. Sci . USA 94, 2238-224 



(6) #g|2 0 0 1 -5 23695 

2; Merkler et al. (1996) Arch. Biochem. Biophys. 330 , 430-434; Devane et 
al. (1992) Science 258, 1946-1949; Johnson et al . (1993) Protaglandins 
, Leukot. Essent. Fatty Acids 48 , 429-437; Di Marzo et al. (1995) Prosta 
glandins, Leukot. Essent. Fatty Acids 53, 1-11) 0 
[0 0 0 2] 

[0 0 0 3] 

o 

( CH 2)m R 2 




[0 0 0 4] 
[0 0 0 5] 



z 



[0 0 0 6] 

YfcJU -CH,-, -OKCH,)-, -C(CH 3 ) 2 -, -O-, -NH-, -CH(SH)-, -CHSAc)-, -CH(0 
H)_, -CHC1-, -C(=0)-, -C(=0)CH 2 -, -<H 2 NHC(=0)-X{i-CH 2 N(CH J )C(=0)^f ) S 

7K^. -NHj , OH, MeNH-, Me 2 N-, EtMH-, Et 2 N-, CH 2 =CHCHj NH-, n--fu 
\s ;p-M4-, i-y n fc° ;l/-NH-, -> ^ o y n fcf ;l/-NH-, i-y n tT ;U-NMe-, y^. j^-MH 



C7) ^2 00 1 -5 23 69 5 

- k'n'jy^-, 7x-JV-W-, 7^^(00,1*1-, H0NH-, MeONMe-, NH 2 NH-, 
CH 3 0-, CH 3 CH 2 0-, CH 3 (CH 2 ) 2 0-, Me 2 CHCH 2 0-, H-, CF 3 -, BrOi, -, C1CH 2 -, N 2 C 
H-, HOCH 2 CH, NH-, (HOCH 2 CH 2 ) 2 N-, HOOi, CH 2 CH 2 NH-X f± HOCH 2 CHCOAc)CH 2 0-^ 

Kit, -CH, , -(CH 2 ) 2 CH 3) -(CH 2 ) 4 CH 3 , -(CH 2 ) 6 CH 3 , -CH.OCH, , -CH 2 OH, -CON 

{& L, Y^CH 2 , n#4 x mtf^rj^ j&«CH, -cfca t % , R* tt-CFsRCf***^ £ 

Y^CH,, n$«5, m^^^^sCHj-c^^t Ri li-CF, , -CH 2 C1, -NHOH, -CCO 
)NH 2 , -CN 2 £ Of-CCO)OEt^ <b £ £ ^ J: I? iifi: ^T? & < , 
Ya«CHCI, n^4 N m^s7^ ^R, ^'CH, K (iNH 2 -cfj < , 

Y^JCHCOH)^ n#4, mrf^tfR, ^sCH, R* {iNH 2 < , 

YasCC=0), n£«4, n^s7^. ^R, j$sCH 3 •e^Sii, Ri fi NH, # CH 3 CH, 0--? # £ < 

Y#CH 2> 4^n^9 x 4^ 7# tfR, ^sCH, £ £ £ , R, JiNH^ rj?OH-efi& v> 0 
) ) 

S ^ffi fS] »t ^> tt* o 
[0 0 0 7] 

o 



(8) #SI2 001-523695 

UT < YRZfT?* $ K (arachidonamide) fit-fa h^^y^>A-t|,l> 

2fc$*g#*ffr§-r*a s * -£>f L 4 L^V^g t^:«* a9->* 

<n®Mfim& 2 *U *ft*be>+?>#<£fOfflLT-<>if 5i S /i * 

do FA^tbPTlc^tC J:4^mi4-fkSra8£XttlSiai-4«SE^«J«K:llD^T, * V 

i-^^cgu^o^^^ (bulk) m<vmm&xim-?>^?n%-m^&ifz>mm& 

£ *lTv>;z> CLars Bastiaanse et al. (1993) D. Membrane Biol. 136, 135- 
145) 0 ^CLT, fcSMB^tt* ^^f/iB'&'OJitff1ftOH« (progressive 
closure) JBlVM%&#i%: mm (ultimately collapse) % Hcii^ty^^^ 
-r3*LfcEB« (9 ated closure) *«£Lfco *W»»lcHI* LfcflS^ttXtf 

<o js eg t * * s *t ^ « at >*-xao4^ -c wjsu tsi 

[0 0 0 8] 

CI <t CHuidobro-Toro et al. (1996) Proc. Natl. Acad. Sci. USA 93, 8078 
v^o MK, 7^ 7*fflJ&Ki3\^T^ y 7& J kmfrmt^&}JkV'&&f*ifc 



(9) fSH 2001 -523695 

o7t. H 2 (Arafat et al. C1989) Life Sci. 45, 1679-1687; Wakamatsu et al. 
(1990) Biochem. Biophys. Res. Commun. 168 , 423-^*29; Uain et al . (1992) 
3. Med. Chan. 35, 3584-3586) c mM<OS.*> -£»^<GS[, 

^0 h 7^ >^--ejfe*2o<9* 9*fc55-«3 tt^CPinto et al. (1994) 
MoT. Pharmacol. 46, 516-522; Felder et al. (1993) Proc. Natl. Acad. Sci. 

USA 90, 7656-7660; Abadji et al . (1994) 3. Med. Chem. 37, 1889-1893; Ad 
ams et al. (1995) 3. Pharmacol. Exp. Therapeut. 273, 1172-1181; Adams et 

al. (1995) Life Sci. 56, 2041-2048; Priller et al . (1995) Mol. Pharmacb 
1. 48, 288-292; Khanolkar et al. (1996) 3. Med. Chem. 39, 4515^519; Ven 
ance et al. (1995) Nature 376, 590-594) o 

[0 0 0 9] 

A9-m^^C18:0)^)^xii h ^^^-M^ClSrl'^^O^J: Jf^CJ: o 



CIO) *&m.2 0 0 1 -5 23 69 5 

B»flUfl**>-ftf»fcteTS*fco A9->*-Jti£-£: 14:1 s « 16:1 9 = 18:1 9 > 
20:1* = 22:1 9 = 24:1' 0*-fc*>^ HH^g 3 : * * * * * a ) 

cosenoamide) -> y - X C20: 1)-^ jj §g e, & *J , A S&fcfr G> <D mm&m\l ~? & 
ICotLT^jbfi^TL^o *V7 5 FK£>\iZ>Z.<7)fiLW\±ffi]k^&rt2>*<kX-& 

hV7 5 KC16:l 9 )<D5ifc£&fSrt£tt, 11^75 KtoffilBM 4 

£<7>.rt£, 20:1, 22:l#o f 24:l->y-X-C5iiSLfco iCirii, RBSiSttili: 

>'ir*V»T«*fl«|C«»**Lfco 20: 1' =20:l 11 , 2 

2:1 9 > 22:1 1J &U*24:1 9 > 24:1 15 0 fc 0 i^jcfcv^T, K h OffitfMtiK 
ic&V^T^tfJS tltz^frft 5 K (erucamide) CHasler et al. C1991) Am. J. Ph 
ysiol. 261 CCell Physiol. 30), C161-C168){i^^ v -7ffi&<nmWMXte%: < 

l&Sr^Lfco *S8jfcfi, ^A9zil£^ttl)'jy-Jl'7 5 K (Tinoleami 
de) <18:2)£|fc<*^7 3 KfcJfc«LTa*fc$teTLfco V-^7?Kt?x 
tffi^^fi^WT? K«t«9<>ffi<, dOitJiiiJP<7>Al2>'^-M^^^| 
T^V>it^LtV>|, (02) 0 
[0010] 

0* ^ rtf a - y y ^ K C20: 3» • 1 * • 1 ' tf-ft**) A 8x f± A H> 7 



(11) &m 2 0 0 1-523695 

£ft£o IWK, ^-lxT5 K<^«t 9 KSi^fiftV^ttt^fc, 4o<7)->7>-M^ 

W *tt#*M*a«i!fT 6<JJw^/J?1-S i t ^IV^iL^o *W>® CHirschi et 
al. Q993) Am. 3. Physiol. 265 (Cell Physiol. 34), C1517-C1526; Burt et 
al. (1991) Am. 3. Physiol. 260 (Cell Physiol. 29), C439-C448) % r =7 * K 
>^(Giaume et al. (1991) Proc. Natl. Acad. Sci . USA 88, 5577-5581. Mas 
sey et al . (1992) Am. 3. Physiol. 263 (Cell Physiol. 32), C494-C50D& xf 
a -\) j v>g$(Hasler et al. (1991) Am. 3. Physiol. 261 (Cell Physiol. 3 

o), ciei-cies)^ 9 y hn&mmm. li^iww^r; hffp±M 

fcW^* < *K«B#^^a$*L^'J)^fca^'C^*CAy1sworth et al. (1986) Can 
cer Res. 46, 4527-4533; Spray et al. (1990) Am. 3. Physiol. 258 (Cell Ph 
ysiol. 27), C195-205) o 

[0011] 

®3Ki£&-r£jfc®m, 9? h ?v Tfflmz&vz msfiWiffimfo 



C12) 1^2 00 1-523695 

fi, R = NH 2 ^ MeNH > Et 2 N > c-(CH 2 ) 4 N > PhNH^^JfcigfcK j3V>T93 bfr 

^+T-:t&a;t>£<7>f;)t0-pt^;K N-pt^;i, Kn^t? K(R = MeONVte)-C& 
o£o * W >®<7>J.^x;W« 50-100 ftMrctt^mWi-V&^tztftltrb, *W 

mr#<7)2o<7)ISISJ(R = H, CF,)<^»tt#K^r«-C2fe;& 0 fc-if&fc. BIJK&T 5 

KiD*^»5Rwai*4E««C^*L-e*L, ^ = iso £t>* l rK)-e*>;fc&^£>-e 

[0 0 12] 

* \sj)VJ-9; ~)VT 5 K, T^->^5 K (Anandamide) ;RaT»SMgji 



(13) 4^2 00 1 -5 23 69 5 

&<IS*A"J?*-9-3 KoiSftfr-by Hii^y-Jl<7 5 K^4Bt#-C**CBac 
hur et al. C1965) 3. Biol. Chem. 240, 1019-1024; Ramachandran et al. C19 
92) Biochem. Arch. 8, 369-377; Schmid et al. (1990) Prog. Lipid Res. 29, 
1-43; Hanus et al . (1993) 3. Med. Chem. 36, 3032-3034) o ft&Kjs ^Tfe 

fc4<^F^y7 r is-frit» (fe3*»fi&xu r m*t«j#&) *a«?«nciB#-f-*i 

£ O-ftffl J* , T ^ > ^ 5 K& Wl/^JVx^;-jP7 5 K tt ¥ * ? 

enance et al. (1995) Nature 376, 590-594) t fi^£& 0 Lfzfr-oX, :* W 

*UT< Kfi> 20 M uiiz&\,*x*l"{ Ji/x^y -;ur 5 Kih fcSfefc-e&fK 

\i#M%mmMX$>2>o ) *«SEW$*lfco ^KJVx^-*75 K(R = H0CH 

J*-X& h , t: Kn * 5/^36*^ < * U-T^ KTiiM-if^ l^T^ K(R = C 
^CHWO&tfi: F n 4r ■> jvlw^fe ») H ^ f ;H ^ ^tf N-y n f ;^ 1/ 7 5 KCR 
= CH S CH 2 CH I NH)J: V) i>&jjX~%^Z t t*^btv>4 C|^3) 0 

*H £ <7>#'l£ £ WJ? mt&fzhio W\m<7>%l&&T 7^K-^7? h* (R = NHj 
^ZfT-ryy* KCR = HOOTCH MH)<^jt«f»c^v» -c=S:$tL^ 0 ££T"(i, 

^i:o^T«)7t>^? KM#CR= CHjCH.CH.NH > H0CH 2 CH 2 ItO^KKHiJ v> 

&&<Dm^lzte^xmMX&*) , Mt^^t^?^<0Effi7 5 K^ftfc— a 
Lfc 0 



(14) #^2 0 0 1 -5 23 69 5 

[0013] 

K — I) -tr D— )U<7)l£Jf &Cov>TSN& tCMechoulam et al. (1995) Biochem 
. Pharmacol . 50, 83-90), )V-2~T -b )V 7 ') -fe n - )U tr v T %/ 

#£|fl7F Lt^l> (Aylsworth et a"l. (1986) Cancer Res. 46, 4527-4533) c j_ 
*3&W£3*li, Stfrfc IB#S!l LT^!7^Mfc^<7)&tf(2S)-l-;*- 

^o^Bjt-iictTCigB), h^urmiife^Arf ^fe-e-^ttfe* 

£«4?3*>fl:a>ofc (fc/iU A9->^-m^ : 18:1* > 20:1 9 = 22:1' =24. 
[0 0 14] 

->';i^'j a -7? K*fc*-/ ( PAM ) Xfi^Knairr&g^ 

& v> t JR£ tcov^T, MC^J:?4 M<^> *T t6tt*«^fi«j M HEW $ *i T 
(Merkler et al. (1996) Arch. Biochem. Biophys. 330 , 430-^34) N- 




(15) &m2 0 0 1 - 5 2 3 6 9 5 

K (*1/*^J^'J'»7^ KK «tS^7'-f- KXfi^ >'*?%<D&T (terrainat 

for^iia^T***^**, ai*«j*ia»3W-c*»?. «fc^^*«*ss*;nj?^^5 

(tie up) t4it*^Ltv>4. 
[0 0 15] 

9-^- ^ 3. 7»->r -j- = k (octadecynamide) (2) f±* V T 5 K J: «J *?-f 
*^tSttOffi^ai^4|ia#3W-C*-3^o iV75 K«fc 4>TOt4^18:0 18 



(16) 0 0 1-523695 

feHf»ft*K#-r*iii#j7-io!6«ift«$itfco 8 ( i->ij-x^-c 

it £ « <b ^ift It^Sii: # Mv> rff 3 „ £ <£> £ t J; o T^Ng 
[0 0 16] 

Ciitt><oSf^^tDx:T, ^l/?^^^^^? K*8^t*7^«Kfe 

Z>frM&fgL*M< 1-&f£#&£^^V>&(Maure"m et a"l. (1995) FEBS Lett. 3 
77, 82-86) 0 a _^f-;v^-v 7 5 F£tf«, «-yVf^il'7 5 

£3KJ3V>T2&$5Hfc<, *^£ 9 ^tt£ < ll^^;:-g^£; ^ | r 
HUIK, « -fc Kn + v* 5 KCX = CHOH), a nntW75 K<X = CHC 

*«Tftlfi»3WC-e*tW, K, = 16#tf 17 nM)^«fig;-rs 0 Wf^^!/7 5 K 
7^ f-SO^Ofr^lKSfc *&FAAHoBI«MCKoutek et al . (1994) J. B 



(17) #-^2 001-523695 

iol. Chem. 269, 22937-22940) fc LtS4o 0 BfUOV>T, * ^jgr&IM 

[0017] 

A £ 7* g > - -> a y ( deconvol ute) f & fjEtfe 

il^7? KKJU S8E§il#*3 (sleep-deprived cat) <DWtf?mmfrh$t®K J*. 

jfe^»^5t»sr»*^oa^e5tc^fs^k-r*o ^iwc, tvr? K»ira- 

nXfl&p-trv^frVf-ym. (18/9 -GA) fclTOfc, y 7*t^ayfr*n*-cfc 

< ngmM # * -> ? a -> ^ ji/^K r n ? ^ t *: o k ^ xm 

mm<D^ttRo ! m,ftto*s )i<mM<v*<km&M*&tzi-<v^^ ?v tubus*' 

& if 2, ^ ^ y * )V L tzfrl-<r>m&fr hm&^V>teM.K KjS LTV>S 
(Kunar and Gilula, 1996) Q *Bfl&Mfc J3Jt4±te;*;£ 3 

<«Ktt»c«t4fl-^$»ieS[Sr« s §L, 1000 Daj: 19 v>#^<?»£fi95& 

wa&ff&s. cf^ft k is [f %> mm,<D mwit*^t!pmm&m&<D&%L<D : !&M k &m 

X~$> 2> (Warner et a"l., 1984; Dewey and Barr, 1962) Q J^firn, ZiZ&W^^li 

-*?9T*±3. KXfi^V-TS KO«itft5Et-o^T«^LT^4CCravatt et 
al., 1995) D ^1,7= Ktl»a[r4«Ifl&^ffl*|^SEL#«#»t4fci«>W*l6W 

K:*ft4*;i/->^A«fKjf «r^k$-e-4ii:*<, 77 r ^ U T Kj3*t4 *> y 



(18) 0 0 1 - 5 2 3 6 9 5 

[0 0 18] 

jl/->7 7-'fxn-©j![ittAX^i' 1/- y- n-x (scrape-loa 
ding) (El-Fbuly et al. C1987) B<pl. Cell Res. 168 , 422-430. ) iz j; >j fHffi L 

tittftALfc^'JTttlia^^feie^Lfc^i 10A-10C), 50 ^ 

StlfcClB 10D-10O o ji/->77-^xn-^^^-yn-fr/7 

»sb**LfcCH iog~iod 0 &imMi<D*vT\ Fmmtem.&omaKmx.v 1 
mmmM^m^n^tz^ti^ii, m iij~iuo 0 ^1^*1/75 k C20 m 

^^;miamu^cig iok<7) riMj *#jm> 0 

*ffflt-5ii:t J: »9il!)5eLfcCia 12) 0 

t> *i/75 k (50 p M) ii^i;r<eifl&ui5»t*ie^t4*A«i*!a:*^trn 

[0 0 19] 

tCCravatt et al. C1996) 3. Am. Chem. Soc. 118, 580-590), ^•^ ^7'^^-^ 



(19) 



001-523695 



a in * * -> > ccx43) $-^m-r * t«w&» ?7> <c«ffi*Bii&K: & -c ^ 

-® T ^ KIS&XO'T ^ * JV* i:fo^;A K&1}2> ^f&|P <7>fIJg <7>#» 

7&&*&tt a lfctt~f~Z> tl^7^ KOftffl** a ^g^S ^#^^-C* £ 

K:/n-y * L/c# s (B114D) % * w ^^ffh^^^-H^^f-fet? Ktt8b 
***Sfcj&>ofcCE 14E) C 7 -^y^ 5 K, IS/j-GA&a^T^y 4$ <7> •€-<*> 

, tjui?? hrvTmm~te\<*xm&2ftfcbvk$ti%;fcm&i''c^tztm is 



C20) *f$S2 001-523695 

[ 0 0 2 0] 

mmnm m k js it a # ;w>"> a ism ^ * ? 7#-&tftfFi*a8*»-efci»-*- 

\i* 1/7 5 V<D!$m*®<?>3?^ V 7&&mmMk}£mLt2 0 18/?-^ C40 ^M) 

m-r^tztbiz, ?'*)tm&&* P2-?y y^fcry hx~$>z>x?z yx 
m^x * A.mz&K^^xnssLLtzo m^^^n* x * 

*nj&f*, ? * ? tt£ # ;w -> ry m^WkXffv y v ? titz* > ? 

o 

[0 0 2 1] 



C21) ^2 0 0 1 -5 23 69 5 

42 kD)^.^2o<7)'; vm.ikTJ V PI (-44 kD)#.tf P2 C~46kD)^^E 

t*ii:^?ii.T^4o KC50 ^M)t|lL/;t 'J 7*WI&»i, 

PIS. CfNP© ^ IjSIJBr f S £ SMb * * V» P2r W V 7 * - A <7)*| M * «4> * 

5 F<Qftmttarft&>-?*>z>zktfmw2*itz 0 emu, v-> 5) 0 a ^)ymt 

7*fflia^*3^"C^m$*L^C[g|17 % 2~3) 0 

iKfii* & £ t * < , -fe^^ifes tfm^fitffcarafc j^-t^-siifcj: 

^ET H if Z> *f*r v 7**§^*>2 at£K. ?7 « l=r * * -> > P20)H4? it , P2 3 * # -> 

tih^vymmm K®fc<QMm*$>& *5*fts£-*-* fc*e>^ «t u ffffl^^w-r * 

o 

[0 0 2 2] 

tt & * /u •> v A jftli * y T'te&mM fcSh & 1" * &g ri* £ £ £ £ # 



C22) ^f*2 0 0 1 -523 695 

tag ? *it ^ * tz mm% <om^ ®mk & »t * * -> * a £ 1- 

^^fSL/co 4>m&)%MV>T)\'=i-)\'RU ! f) tni/fr«; (glycer 
rhetinic acid) ^a£#f±^ y y*S^O#^fi<j£$f&iB<oy-;Vfc LT LtfL 

iaa*»w* ft* ^ -v * ^is-fr^aiHifi^Hw * 

*V75 Kfcteffi Lt^t 7 ^tt-fr-f-Y > *)\>\zft\^XttoZk*&-rZ>lE]m%* 

*l/75 Kf±^ I^S3^^->y-C*i^. [al]3^^->^ > / S=r^.^>'> 
Xtf « l^C^^DBfggHftjS-g-tp^* y T'ig^f-* V*)\>*zru yft&izh o 

Kjstf* y >^-;kt)**— ^k^*L^:1f 



(23) #^200 1 -523 695 

«"t-*flR$tt* s *^it*«tSLfco i«7>jg*Ji, Jg*Lfc9y ML*8&<fflfl&*>7 
[0 0 2 3] 

l H 1J C nmr Bruker AM-250, Bruker /WX-400 XI* Bruk 

er AMX-500 fl-jfcW-o^-f Jl3ft»-C|B» Ltz 0 ^/dF >14y§^ CHC1, = 7 

.26 ppm, <y c = 77.0), 4,-^ $ j - )V C$ „ =3.30 ppm, # c = 49.0) ^yf D 



(24) 0 0 1 -5 2 3 6 9 5 

*0 C3» = 4.80 ppm, $ c ( CH,CNo) = 1.7 ppm) Xf* ™ 5 Uh = 0.00 ppm) 

£ N Nal x& CsI £ K— 7" LTt" 1- — r VOiSfrT )V^t-)]/ (NBA) h tj ? ^ 
^HiJ»t*f^Bffi*«fflLTlE»Lfco MWi Perkin-Elmer FTIR 16 

20 5»36tfTMB» L o ^ > * v - &JH ^ * , Dai eel Chemical Industries 

CHIRALPAK AD # 7 A 1/>£HPLC LTIIJje L fc 0 SI3tJK^ Optical Ac 

tivity AA-1000 Jl^ffeffllJfeL^o Sfc£fi Thomas Hoover * ^ fc: 9 V 
1B4»-CWSeU *j&jEL&5^ofco *7A^7h^57^-* Merck Kieselgel 

60 C230-^00 p( 7">i) + -etTofco *tfffliI^n7h^7-f-4, ^3 
— h L£#*7 J*/*? ^ T'U— h (glass-backed plates) CMerck Kieselgel F 254 

0 *JjL?-)l,^-7-fl>, f h?UK07?> CTHF) (PhCH s ) £ % ^ 

f <t * ^ v -7 a j}> Lfc t b 'J a-^ v y 7 i y > v^dcm? 

*«F#J«M«t tJ2W»Lfco "n-C £^3- r L^Kieselgel 60 F 2 s 4 ^V- h C 
Merck)-e^ 0 ti 0 *5A^U7f777-(-^> Kieselgel 60 C70-230 ^ y ~y 
^.J&Zf 230-400 ^ y~>:x) Jjklf MC3 CHP-20P CMitsubishi Chemical, Ind 

[0 0 2 4] 

T-<T^m#&l*miiAldrich % Acros^li Sigma^^0A 

Hl2tc^i- 18: 0 (Xf 77? K Cstearamide)) 
Aldrich ^(,1AU QtmHitK-Btm&lt Ltz„ 

BlJffir? KSJS^-«:fi<i#JR : mmm Ci £*) c^ci, (0.2 M) n 

i&JSU Ni#H*T-C<>Cfc*&33lLfco jfrffc**-*'; ;w (CH 2 C1 2 ^ct>2M > 3 ^s) 

#*Bfc*U 7 7X3*0-cn^iPL7t:o Ili(OiiL/; NH 4 0H C 15lcov>T 
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H2n^-^-14:l 9 (~ <j ^ h VT < KCMyristoleamide)) 

rich. Across Signa j^JtAU # E3-feSte£ * n v F^77^ C 
50%-100% Etf)Ac/^#^>, ^S2^)HJ: 19 U 94% <o#ril<o£)£%£# 
fco M£ 76 " 78 t! 'HI*IR CGDjOD, 400 MHz) $ 5.29-5.22 Cm, 2H) , 2.11 ( 
t, 2H, D = 7.6 Hz), 1.95 Cm, 4H), 1.52 Cp, 2H, 3 = 7.3 Hz, 1.25 Cm, 12H) 
, 0.83 Cm, 3H); lJ C NMR CCD 3 0D, 100 MHz) $ 179.3, 130.82, 130.77, 36. 
6, 33.1, 30.8, 30.5, 30.3, 30.2, 28.1, 27.9, 26.9, 23.4, 14.4; IR CNaCI 
, LU X 3324, 2923, 2852, 2523, 2466, 2355, 1630, 1526, 1469, 1 

435, 1410, 1095, 956, 755, 723 air 1 ; HRFABMS m/z CM+H*) 226.2164 Cg$ 
m/z 226.2171). 

[0 0 2 5] 

02tcjF-$-16:r ('S)l<< hVT5 KCPalmitoleamide)) 

-nsm^m im&m ^m^Lti^^Ltz 0 -r^x^m^mmt Aid 

rich, Acrosxti Sigma. XtyffiXL, #^fi4l#t?n7f^7^ ( 
50 EtOAc//s4-9->)nJ: »>||»U 9®* <&j?r3o£iftl»**§fco g*^ 74-75 
<C; X H NMR CCD,0D, 400 MHz) $ 5.30 - 5.22 Cm, 2H), 2.11 Ct, 2H, 3 = 7.6 
Hz), 1.94 Cm, 4H), 1.53 Cp, 2H, 3 = 7.1 Hz), 1.25 Cm, 16H) , 0.82 Ct, 3H 
, 3 = 6.8 Hz); 1J C NMR CCDjOD, 100 MHz) $ 179.3, 130.9, 130.8, 36.5, 
33.0, 30.8 C2), 30.4, 30.34 C2), 30.27, 30.1, 28.2, 26.8, 23.7, 14.5; I 
R CNaCI , ~7^;ua) M..* 3324 , 3003 , 2923 , 2852 , 2523 , 2466 , 2357, 1631, 
1527, 1469, 1437, 1410, 1215 , 758 otr 1 ; HRFABMS m/z CM+Cs* ) 386.1448 C 
f^-ffi m / z 386.1460). 
1^2^^^- 17:1 s 

-&&)3Lm (UTRtwau tjEflttLfc*<v>-e-jftufc 0 •t'<x<7>mzk&.mi± Aid 

rich, Acros^i Signa Jl^ltAU #^H^efe@#^^nv f^7 7^ - C 
iUffifiLfco &feS#o 68-69 <c; 1 H NMR CCDC1 3 , 400 MHz) $ 5.64 

Cbr, X H), 5.43 0>r, 1 H), 5.38 - 5.26 Cm, 2H), 2.19 Ct, 2H, 3 = 7.6 Hz), 
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2.03 - 1.95 (m, 4H), 1.62 Cm, 2H), 1.37 - 1.24 (m, 18 H), 0.85 (t, 3H, 
3 = 6.9 Hz); 13 C NMR (CDCIj , 100 MHz) $ 175.6, 130.2, 129.4, 35.9 , 31. 
9, 29.7, 29.5, 29.4, 29.3, 28.8, 27.2, 27.0, 25.4, 22.7, 14.1; IR 
fit) LL.x 3359 , 3193 , 2922 , 2852, 1659, 1633, 1466, 1412, 1136 cm- 1 ; FAB 
HRMS (NBA-CsI) m/z 400.1603 (Q 7 H, } NO + Cs» 400. 1616). 82-^7? 

>m*mmOKs, 1996, us, 5938-5945)0^ Lr^ifc, 

[0 0 2 6] 

m 2 fc7F-f~ 18:16 h n -fe ') 1- 5 KCPetroselinamide)) 

rich^ Acrosxji Signa j:lj^t, %b*ltz&&mW*9 J* ^7 7 4 - K 
X «J#S»L^ 0 6fe@#o tt£ 73 "74 r; X H NMR CCDC1, , 500 MHz) ,j 6.15 
Cbr, 1H), 5.61 (br, 1H), 5.34 - 5.27 (m, 2H), 2.17 (t, 2H, 3 = 7.5 Hz), 
2.01 Cq, 2H, J = 7.0 Hz), 1.96 (q, 2H, 3 = 7.0 Hz), 1.60 (p, 2H, 3 = 7.8 
Hz), 1.35 CP, 2H, 3 = 7.8 Hz), 1.28 - 1.21 Cm, 18H), 0.83 ft, 3H, 3=7 
.0 Hz); "C NMR CCDCI, , 125 MHz) $ 175.9, 130.4, 129.0, 35.8, 31.9, 29 
.7, 29.62, 29.59, 29.5, 29.3, 29.2, 27.2, 26.8, 25.1, 22.6, 14.1; IR C 
7 4 ;i/A) M,,, 3366 , 3203 , 3000, 2917 , 2848, 1647, 1465, 1415 , 734 arr 1 ; 

FABHRMS CNBA-CsI) m/z 282.2810 CQ»H J5 N0 + H* g^-fjt 282.2797). 
H|2^^$ ti&18:r 

rich % Acrosxtf Signa .fcijJfcAU #P)*ifcfifeB#*^a-7 h^?7^-K 
ct tjffigUK:, fi-fe@#o itt& 70-71 <c; X H NMR CCDO, , 400 MHz) S 6.26 
Cbr, 3H), 5.67 Cbr, 1H), 5.34 - 5.24 Cm, 2H), 2.16 ft, 2H, 3 = 7.6 Hz), 
2.00 - 1.92 Cm, 4H), 1.58 Cp, 2H, 3 = 7.5 Hz), 1.31 - 1.21 Cm, 20H), 0.8 
3 ft, 3H, 3 = 6.8 Hz); 13 C NMR CCDCI,, 100 MHz) $ 176.1, 130.1, 129.3, 

35.9, 31.8, 29.7, 29.6 C2), 29.5, 29.4, 29.3, 29.2, 28.8, 27.1, 27.0, 2 
5.4, 22.6, 14.0; IR Cy -i Jt-A) M. a x 3392, 3179, 3013, 2920, 2848, 1647, 

1468, 1416, 1312, 1115 , 806 , 719 , 628 arr 1 ; FABHRMS CNBA-Nal) m/z 282 
.2801 CQ 8 Hj 5 NO + H* 3?2jM!f[ 282.2797). 
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m 2 K7fiZ *i;g> 18:1 s 

-&ft¥J! (1trlS#HB) ^jE56fcLfc56«v»#figLfc 0 "T-<T<7> £HHt«lifi Aid 
rich, Acrosxfi Sigma j; V)ffiXL, ®htltz&<&mfo&?.v v F^77^ri: 
J: *)fflfffi-*-*jK XldL a«OACS, 1996, 118 , 580-590) Lfcri«i/>SiI 

[0 0 2 7] 

gt^QACS, 1996, 118, 580-590)^ jEfll»CLfc^fiitLfco 
lE^K^Sft&lS:! 9 ^'* KCElaidamide)) 

BEftOACS, 1996, 118 , 580-590)KjEfltKLfc*«^3Ri&Lfco 
112^^? ft;*, 18:1* 1 -fcr-^- = K CVaccenamide)) 

BE&OACS, 1996, 118, 580-590) niEfflt»w tfc^ftJtbfc. 
M 2 Ktt;Z tL^,18:l 1J 

-fess^M (mie#BB) »ijEfli^Lfc**v^*Lfco -f^Tnmmumit Aid 

rich, Acrosxti Sigma £V)ffiXL, i^jtfcafelM^nv 
J: »»ffl»Lfc 0 e-fe@#o A& 77-78 "C5 X H NMR CCDC1, , 500 MHz) $ 6.11 
Cbr, 1H), 5.62 (br, 1H), 5.34 - 5.26 Cm, 2H), 2.16 (t, 2H, 3 = 7.5 Hz), 
1.97 (q, 4H, 3 = 6.0 Hz), 1.58 Cp, 2H, 1 = 7.3 Hz), 1.32 - 1.22 Cm, 20H) 
, 0.84 Ct, 3H, 1 = 7.0 Hz); 1J C NMR CCDCI, , 125 MHz) $ 176.1, 129.84, 
129.78, 35.9, 31.5, 29.7, 29.51, 29.46, 29.42, 29.38, 29.3, 29.23, 29.18 
, 27.1, 25.5, 22.5, 14.0; IR C^-Y^A) tU„ 3356 , 3188 , 2917 , 2848, 17 
27, 1661, 1633, 1469, 1410, 1135, 700, 628 air 1 ; FABHRMS CNBA-CsI) m/z 
282.2810 CQ.H J5 N0 + H* g^fjt 282.2797). 
H|2KjTC$tL&18:l 1} 

-*ttt#0 (fltrie#M) KjEWfcLfctfV^JftLfc. -ts<X<D&3kUmii Aid 
rich, Acrosxti Signa «t JjJB^U ft h *lfc£<fe@tt£ ? F^77-f-i: 
ct <0mmLtZo fife©#o iM 8& ~ 87 "C: l H NMR CCDC1 3 , 400 MHz) $ 6.03 
Cbr, 1H), 5.57 Cbr, 1H), 5.34 - 5.27 Cm, 2H), 2.17 Ct, 2H, J = 7.6 Hz), 
1.98 Cm, 4H), 1.58 Cp, 2H, 1 = 7.2 Hz), 1.30 - 1.22 Cm, 20H), 0.86 Ct, 
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3H, 3 = 7.0 Hz); 1J C NMR (CDCl, , 100 Wz) £ 176.0, 129.82, 129.78 , 35. 
9, 31.9, 29.7, 29.55 (2), 29.48, 29.4, 29.3, 29.24, 29.19, 27.2, 26.8, 2 
5.5, 22.3, 13.9; IR C?^;VA) 3357, 3192, 3003, 2917, 2848, 1656, 

1632, 1470, 1422, 1410, 1136, 721, 636 cnr 1 ; FABHRMS (NBA-Nal) m/z 30 
4.2608 (Q g H3 , NO + Na* g$4g 304.2616). 

[0 0 2 8] 
H2^^^tlSl8:l 15 

-&&i^m mn&m KjEmKLtz&^&j&Ltio T^xom&tm\t Aid 

rich, Acrosxti Signa £V)ffiXL, % h * 0-7 h ?y y < - \z 

X VmmLtlo afe@#o 92 ~ 93 n X H NMR CCDC1, , 500 MHz) S 5.70 

Cbr, 1H), 5.46 Cbr, 1H), 5.35 - 5.27 (m, 2H) , 2.19 Ct, 2H, 3 = 7.5 Hz), 
1.99 (h, 4H, 1 = 6.8 Hz), 1.60 Cp, 2H, 3 = 7.3 Hz), 1.31 - 1.22 Cm, 20H 
), 0.92 Ct, 3H, 1 = 7.5 Hz); 13 C NMR CCDC1, , 125 MHz) $ 175.7, 131.5, 
129.3, 35.9, 29.7, 29.60, 29.56, 29.5, 29.4, 29.31, 29.26, 29.2, 27.1, 2 
5.5, 20.5, 14.4; IR (7 j ;j,a) M., x 3356, 3189 , 2918 , 2848, 1659, 1632, 

1470, 1420, 1410, 1137 air 1 ; FABHRMS CNBA-CsI) m/z 282.2707 CQ.H^NO 

+ H* 282.2797). 

rich, Acros^f* Signa £V)BAL, mhtltz&femfo* ? h fy y 4 -K 
£*)mW:Lfz» 6-fe0# o ®i& 71-72 tJ! X H NMR CCDC1, , 400 MHz) $ 5.9 
5 Cbr, 1 H), 5.53 Cbr, 1H), 5.35 - 5.26 Cm, 2H), 2.17 Ct, 2H, 3 = 7.6 Hz) 
, 1.97 Cm, 4H), 1.59 Cp, 2H, 3 = 7.2 Hz), 1.25 - 1.23 Cm, 22H), 0.84 Ct, 
3H, 3 = 6.9 Hz); 13 C NMR CCDCI, , 100 MHz) $ 176.0, 129.9, 129.7, 35.9 
, 31.9, 29.7, 29.5, 29.34, 29.27, 29.2, 27.2, 25.5, 22.6, 14.1; IR Cy 
^ it., 3362, 3194, 2920, 2850, 1651, 1633, 1469, 1422 orr 1 ; FABHR 

MS CNBA-CsI) m/z 296.2961 CQ 9 H J7 N0 + H* H3vfg 296.2953). lOZ-y^-7* 
(nonadecenoic acid) £@£^C3ACS, 1996, 118 , 5938-5945) t 
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[ 0 0 2 9 ] 

m2tZ7jk2tl& 20:1 s 

rich, Acrosxti Sigma .fcljftAU &htifz&&mfc£? h^^7-<-(5 
0%-100% EtOAc/^^^^, 4gK»*>fcJ: *flMRU 86% v>WiMv> 
o 82 "C-; X H NMR (CD,0D, 400 MHz) $ 5.35-5.23 Cm, 2H), 2.11 (t, 2 

H, 3 = 7.6 Hz), 2.02-1.93 Cm, 4H), 1.56 (p, 2H, 3 = 7.5 Hz), 1.28 - 1.15 

Cm, 24H), 0.81 (t, 3H, 3= 6.9 Hz); 15 C NMR CCDC1, , 100 MHz) $ 175.5, 
131.2, 128.4, 35.2, 31.9, 29.7, 29.7, 29.67, 29.63, 29.3, 27.3, 26.5, 25 
.4, 22.7, 14.1; IR (NaCI, )VJ±) M,., 3371, 2917, 2849, 2535, 2361, 
1632, 1511, 1471, 1423 oir 1 ; HRFABMS m/z CM+H* ) 310.3100 Cg;£fi m/z 
310.3110) 
H2^^$ tL^, 20:1 s 

rich. Across* Sigma. X *)J»AU tlfc&feSfl:* * n*^ r 7 -f - 
J: ^ffiS&L/co S-feS#o fiA 71 ~ 72 13: X H NMR CCDC1 3 , 500 MHz) 5 5.70 
(br, 1 H), 5.44 Cbr, 1H), 5.36 - 5.27 (m, 2H), 2.19 (t, 2H, 3 = 7.5 Hz), 
1.99 - 1.96 Cm, 4H), 1.61 Cp, 2H, J = 7.0 Hz), 1.30 - 1.23 Cm, 24H), 0. 
85 Ct, 3H, 1 = 7.0 Hz); 1J C NMR CCDC1 3 , 125 MHz) § 175.7, 130.1, 129.6 
, 35.9, 31.9, 29.73, 29.66, 29.62, 29.54, 29.33, 29.31, 29.1, 29.0, 27.2 
, 27.1, 25.5, 22.7, 14.1; IR Cy 4 ;i/A) lU, 3389 , 3200 , 3003 , 2917 , 28 
48, 1645, 1467, 1418, 722 orr 1 ; FABHRMS CNBA-Nal) tn/z 310.3125 CQoH 39 
NO + H* g ^310.3110). 
H 2 t-^$tL&20:l» 

-*m9#jh mmmm ciEiiKLftmau, -r^x^m^umi* Aid 

rich. Aerosol Signa «fc V)mXL, mh*i?z&&mft* * h^77-f-C 
J: ffliJ Lfco ta^^J^ * nvK77^ CSi0 2 , 1 x 10 cm, 50 - 100% E 
tOAcAv^-y-y, 4jEjft«)fcftU 9 C21.4 mg, 61%) ^^@#cUT#fc 0 
Hfcja 72-73 "C; 1 H NMR COXlj, 400 MHz) 5 5.56 Cbr, 1H), 5.41 Cbr, 1M) 
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, 5.36 - 5.27 Cm, 2H), 2.19 (t, 2H, 3 = 7.6 Hz), 1.99 - 1.96 Cm, 4H), 1. 
61 CP, 2H, J = 7.1 Hz), 1.28 - 1.23 Cm, 28H), 0.85 Ct, 3H, 3 = 6.8 Hz); 
15 C WIR CCDCI, , 100 MHz) $ 175.6, 130.0, 129.7 , 35.9 , 31.9 , 29.75 , 29. 
67, 29.64, 29.55, 29.34, 29.31, 29.22, 29.19, 29.10, 27.2, 27.1, 25.5, 2 
2.7, 14.1; IR (y 4 jva) 3390, 3199 , 2917 , 2848, 1643, 1467 , 722 c 

wr 1 ; FABHRMS CNBA-Nal) m/z 338.3416 CQ 2 H, 3 NO + H+ £$4f[ 338.3423) 0 

m% 22:i» izmuvmM-em&Ltio 

[0 0 3 0] 
Hi2^^$^s20:l 11 

rich, Acrosxfi Signa JrtyPfAU #^*ifc6fe@#^^nv h^77-f-t: 
X^n^tzo Sfel#^D7f^77^~ C50%-66% EtGAc/X*^> % 

■mm^KUL, s7%(Dmn<Dfk$.V!)*®tzo m& si-82 t;; 'hi*r ccd,od, a 

00 MHz) $ 5.29 - 5.21 Cm, 2H), 2.10 Ct, 2H, J = 7.6 Hz), 1.93 Cm, 4H), 
1.51 CP, 2H, 3 = 7.3 Hz), 1.22 Cm, 24H), 0.83 Ct, 3H, 3 = 6.9 Hz); l, C 
NMR CCD,0D, 100 MHz) $ 179.3, 130.8 C2), 36.6, 33.1, 30.88, 30.86, 30.6 
, 30.5 , 30.4, 28.2 , 28.1, 26.9 , 23.8, 14.5; IR CNaCI^ y 4 ;^) M, ax 33 
24 , 2918 , 2849 , 2522 , 2353, 1629, 1527, 1468, 1437, 1410, 955 , 721 cnr 1 ; 

HRFABMS m/z (M+Cs*) 442.2068 C^^-fifi m/z 442.2086). 
W 2 K7jkZ tL^,20:l 1J 

(mis#Ba) izjEm^^tz^^vtzo -r^Tv&zkmmn Aid 

rich, Acrosxfi Signa ±V)BAL. # h titz&&mfo* ? n v h ?y y a - K 
itllHUo Sfei#^Ov^77^ - (33% EtOAc/X^>-)Kfl-U 

v^^^^iSM*'^* m& 84 -85 t:; x h rwR Ccd 3 od, 400 MHz) $ 5.29 

- 5.21 Cm, 2H), 2.10 Ct, 2H, J = 7.6 Hz), 1.93 Cm, 4H), 1.51 Cp, 2H, 3 
= 7.2 Hz), 1.21 Cm, 24H), 0.81 Ct, 3H, J = 6.9 Hz); lJ C NMR CCD, CO, 100 

MHz) $ 179.3, 130.9 C2), 36.6, 33.0, 30.9 C2), 30.8 C2), 30.7 C2), 30. 
5, 30.3 C2), 30.1, 28.2, 28.1, 26.9, 23.8, 14.5; IR CNaCI, y j ;VA) M. 
ax 3324, 2917, 2849, 2523, 2347, 1630, 1526, 1470, 1430, 1410, 953, 721 
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or 1 ; HRFABMS m/z QAti* ) 310.3099 Cg$Hg m/z 310.3110). 
[ 0 0 3 1 ] 

in 2 k ^ $ a *> 22 : r & z/m 18 K ^ $ *l & 0g& 

7-^n^^7°^y CTBDPSC1, EtjN, DMAP) U pph j "CiHtS 

AJ&C284.9 mg, 0.42 mmol, 1 ^a)^^^ 0 iJl^l*™ 1 C2.6 mOtf 
^T, ~ 78 "CTSIffFb, ^<^KHVDS Ch <t>C7>0.5M. 0.85 mL, 0.43 

rrniol, 1 ||)^lLt, *U>yfe0^fa* -78 ^T^Ofrfig^ h 'J 
X^^-^CIOO ^L, 0.42 rtmol, 1 sgft) fcfljilpLfco 25 <C K&ib 

\ 1b*M«#U »7jct£ NH,C1 C30 mL) SrjgjuLfc. tMS-JS £ EtCAc C3 x 30 
"*->?»ffiLfc 0 ^®£$2$iCNa 2 S0 4 )u %j|U iffTT*IlLfc 0 
$f£^ D v h fyy 4 - CSi0 2 , 2 x 8 cm, 0 - 5% EtOAc/X^ y % £fgg?§&|) 
KttU T^vCm.O mg, 55%) ^li^f ^ LT#3t 0 * H ™ R CCDC1, , 50 
0 NHz) $ 7.69 (dd, 4H, 3 = 8.0, 1.5 Hz), 7.44 - 7.37 (m, 6H), 5.40 - 5. 
34 Cm, 2H), 3.67 Ct, 2H, 3 = 6.5 Hz), 2.03 (q, 4H, 3 = 6.0 Hz), 1.58 (p, 
2H, 3 = 7.5 Hz), 1.35 - 1.28 (m, 30H), 1.07 (s, 9H), 0.90 Ct, 3H, 3 = 7 
.0 Hz); lJ C WAR CCDCI 3 , 125 Mte) $ 135.6, 134.2, 129.90, 129.86, 129.5 
, 127.5, 64.0, 32.6, 31.9, 29.8, 29.70, 29.67, 29.6, 29.5, 29.4, 29.33, 
29.26, 27.2 , 26.9, 25.8 , 22.7, 19.2, 14.1; IR Cy j ;WA) M, ax 2925, 285 
4, 1472, 1457, 1112 , 823 , 701, 608 cnr 1 ; FABHRMS CNBA-CsI) m/z 695.364 
9 CQgH^OSi + Cs* gjfrm 695.3624). 

T)Vjjy C128.2 mg, 0.23 mnol, 1 ^*)<^) THF C2.2 mL) N,y, T 

BAF CWcj^BI, 0.46 mL, 0.46 mnol % 2 ^S)"Cil!kS L> 25 t; T* 2 - 5 P| 
M«*l*Lfc 0 7XC 30 mL ) *«&JPU *t£J»* EtOAc C3 x 30 mL)-e»tfi L*r<> ^ 

(SiOj , 2 x 5 cm, 5 - 33% EtOAc/X ^ "9" > > 5j82i§ag)fcffr U 
>U (51.2 mg, 69%) ^^y ^ t LT#^ 0 *H NMR (CDC1 3 ,. 400 MHz) $ 
5.36 - 5.29 Cm, 2H), 3.62 Ct, 2H, 3 = 6.6 Hz), 2.02 - 1.97 Cm, 4H), 1.54 
Cp, 2H, J = 6.8 Hz), 1.28 - 1.24 Cm, 30H), 0.86 Ct, 3H, 3 = 6.8 Hz); 1 
3 C NMR CCDCI 3 , 100 Mte) s 129.9, 129.8, 63.1, 32.8, 31.9, 29.73, 29.67, 
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29.64, 29.6, 29.5, 29.39, 29.35, 29.31, 29.2, 27.2, 25.7, 22.7, 14.1; 
IR Cy j jva) iU„ 3328 , 2923 , 2852, 1457, 1055 cirr 1 ; FABHRMS (NBA-Nal) 
m/z 325.3475 (Q,H, 4 0 + H* g^-fit 325.3470). 
[0 0 3 2] 

T^n-JV C48.5 mg, 0.15 imiol , 1 ^4) ofttTjcDMF CI mL) fcjftfc, N * T 
% PDC (0.28 g, 0.74 mnol , 5 ^4) -CJBfcS U 25 "C "C 3.5 ^M«# t^o 

07 h^77-f -CSi0 2 , 1 x 8 cm, 10 - 20% EtOAcAs ^ ^9- > , 43E%IE) Ufa 
L, $C36.2 mg, 72%) ZMWwttit LTftfc *H NMR CCDC1, , 400 MHz) $ 5.3 
7 - 5.28 Cm, 2H), 2.33 Ct, 2H, 3 = 7.5 Hz), 2.01 - 1.97 Cm, 4H), 1.61 Cp 
, 2H, 3 = 7.2 Hz), 1.29 - 1.24 Cm, 28H), 0.86 Ct, 3H, 3 = 6.8 Hz); 11 C 
NMR CCDCIj , 100 MHz) $ 179.9, 130.0, 129.7 , 34.0 , 31.9 , 29.8 , 29.7 , 29. 
6, 29.4, 29.3, 29.14, 29.06, 29.03, 27.2, 27.1, 24.7, 22.7, 14.1; IR C 
yj ;^A) m,. x 2918 , 2850, 1689, 1466, 1411, 1297 , 918 , 722 , 687 orr 1 ; 
FABHRMS CNBA-Nal) m/z 361.3091 CQjH^O, + Na* gjjtfifc 361.3083). 

C34.9 mg, 0.103 rmiol, 1 ^-4) <7)M^CH,C\ C0.5 mL) t^T, 

0 t;T"e> )\> CCH 2 CI 2 4>(7)2M s 0.13 mL, 0.26irmo1, 3 ^ a ) tr;fc!k 

0*0 fc#*PU »*iO*#fiNH 4 0H CI mDTMLfco 7lcC30 mL) fc^n 
U 7MS-S*Etf>Ac C3x 30 mL)-e^aiL^o t«i fcfg^CNa, S0« ) u afcl, 
, aftffiT-cafcR&Lfco !4ttOnv h ^7 ^ -CSi0 2 , 1 x 10 cm, 50-1 
00% Et0Ac/^N^-9-> % ^|Bv#^) KttU 22:19 C21.4mg, 61%) ^efeSfrt 
LT#fco jgft£ 72 ~ 73 *C: *H NMR CCDC1,, 400 MHz) <y 5.56 Cbr, 1H), 5.4 

1 Cbr, 1H), 5.36 - 5.27 Cm, 2H), 2.19 Ct, 2H, 1 = 7.6 Hz), 1.99 - 1.96 C 
m, 4H), 1.61 CP, 2H, 3 = 7.1 Hz), 1.28 - 1.23 Cm, 28H), 0.85 Ct, 3H, 3 = 

6.8 Hz); 13 CNV|R CCDCI, , 100 MHz) $ 175.6, 130.0, 129.7, 35.9, 31.9, 
29.75, 29.67, 29.64, 29.55, 29.34, 29.31, 29.22, 29.19, 29.10, 27.2, 27. 
1, 25.5, 22.7, 14.1; IR Cy j ;VA) 14,, x 3390, 3199, 2917, 2848, 1643, 1 
467, 722 cnr 1 ; FABHRMS CNBA-Nal) m/z 338.3416 CC 22 H 4J N0 + W 33 
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8.3423). 

[0 0 3 3] 

-tsito^m mtz^m KmmKLtz^^mLtco -r^x^ai^ma Aid 

rich, Acros^Ji Sigma £V)ffi\l^ hy?74-K 
^^ffil^L^o &felM^D7^77^- (50% EtCAc//\^+?->) { c>hj-L> 
96%co^fM(?)4Eg;%l*^^o Hi* 83-84 <c; 2 H NMR COXI, , 400 MHz) £ 5.2 
9 - 5.21 (m, 2H), 2.09 Ct, 2H, 1 = 7.6 Hz), 1.93 Cm, 4H), 1.51 Cp, 2H, 3 

= 7.3 Hz), 1.20 Cm, 28H), 0.81 Ct, 3H, J = 6.9 Hz); 13 C NMR CCDCI, , 10 
0 MHz) $ 175.8, 129.88, 129.85, 36.0, 31.9, 29.7, 29.58, 29.53, 29.50, 
29.46, 29.32, 29.29, 29.18, 27.2, 25.3, 22.7, 14.1; IR CNaCl, 74 ;V2=J 

M,, x 3375, 2920, 2847, 2544, 1633, 1511, 1468, 1417, 932, 721 arr 1 ; HR 
FABMS m/z CM+Cs* ) 470.2413 Cg^fjt m/z 470.2399). 

-tett^m mumm ^s.mKLtz^^vfz 0 -r^x^m^um^ Aid 

rich, Acrosxti Sigtia iijiAU 6fe@M^n7^77^- CSi0 2 , 1 
x 10 cm, 50 - 100% EtOAc/Vs^^, ^JgS^gt)H# L, 13 C20.7 mg, 67%)£ 
LX%tz<, Ajft 74 ~ 75 *C; X H WIR CCDC1, , 500 MHz) S 5.49 (br 
, IK), 5.39 Cbr, UH), 5.35 - 5.28 Cm, 2H), 2.19 Ct, 2H, 1 = 7.8 Hz), 2.0 
0 - 1.96 Cm, 4H), 1.61 Cp, 2H, 1 = 7.0 Hz), 1.29 - 1.23 Cm, 32H), 0.85 C 
t, 3H, 3 = 7.0 Hz); 13 C WIR COX1, , 125 MHz) $ 175.5, 130.0, 129.7, 35 
.9, 31.9, 29.8, 29.68, 29.65, 29.56, 29.3, 29.23, 29.19, 29.1, 27.21, 27 
.15, 25.5, 22.7, 14.1; IR (7 4 ;ua) 3389 , 3184 , 2917 , 2848, 1044, 

1467, 1416, 1119 arr 1 ; FABHRMS CNBA-Nal) m/z 366.3740 CC 2 «H 47 NO + H* 
g^fjt 366.3736) Q & £ 22: 1' KmU^mmxWkm. L* 0 
[ 0 0 3 4] 

E^HtfS *i&24:r 5 K CNervonamide)) 

(1trie#.BS) fcjEfiifc L^^i/^fifcL^o -t lX<D&$k&M\t Aid 
rich, Acros^fi Signa J:(9P$AU ftt>*lfca^Bft^^nv h^57-f - K 
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<fc *)nULtZo Sfe@M^OV^77-f - (3336-66% EtOAcAx^ ^ >\ 
»*)fcftU ^frlW^ft^^t. jRA 87-88 13; X H NMR CCDCI, , 4 
00 MHz) <y 5.36-5.28 Cm, 2H), 2.19 ( t, 2H, 1 = 7.6 Hz), 1.98 Cm, 4H), 1 
.60 CP, 2H, J = 7.2 Hz), 1.36-1.23 (m, 32H), 0.85 (t, 3H, 3 = 6.8 Hz); 
13 C NMR (CDClj, 100 MHz) $ 175.7, 129.9 C2), 35.94, 35.91, 31.9, 29.8, 
29.63, 29.56, 29.54, 29.50, 29.46, 29.33, 29.30, 29.22, 27.18, 25.5, 22 
.7, 14.1; IR CNaCl, 74 ;va) i*,., 3392 , 2919 , 2847 , 2543 , 2358, 1633, 
1468, 1412 , 720 cnr 1 ; HRFABMS m/z (M+H* ) 366.3727 Ogjfcjji 366.373 
6). 

m 2 K7jkZtl& 1S:29 ' lz ('JZ-Jl'T? K(Linoleamide)) 
gEfaOACS, 1996, 118 , 580-590) L/C ^V^itL^io 
1212^^? tL^18:2'- lJ (ijyx7-ff 5 KLinoelaidamide)) 

(mis#HB) tciEsi^L^^v>^L^ 0 ^-^xcom^m^ Aid 

rich, Acrosx& Signa J^BfAU #<b*l£6'gL@te£7 W h 7 - C5 
0% Et0Ac/X*^>)K J: l9ffigJL. SS^^go^!^^*;. 83-84 -C 

.; X H NMR (CDjOD, 400 MHz) $ 5.35 - 5.24 Cm, 4H), 2.59 Cm, 2H), 2.10 ( 
t, 2H, 1 = 7.6 Hz), 1.90 Cm, 4H), 1.51 Cp, 2H, 3 = 7.2 Hz), 1.33 - 1.13 
Cm, 14H), 0.81 Ct, 3H, J = 7.0 Hz); 13 C NMR CCD,OD, 100 MHz) $ 179.3, 
131.99, 131.92, 130.0, 129.9, 36.6, 36.5, 33.6 C2), 32.5, 30.7, 30.4, 30 
.3 C2), 30.1, 26.9, 23.6, 14.5; IR CNaCl, 74 )\, 2±) l^, ax 3371, 2917, 28 
47, 2540, 2345, 1622, 1470, 1420, 964, 716 cnr 1 ; HRFABMS m/z CM+Cs* ) 4 
12.1598 Cg^tfit m/z 412.1616) 

[ 0 0 3 5] 
m2^^^as20:2 lll< 

Idrich^ Acrosxfi Signa X^MXL, # h *i£El'fe@'ft£ ^ h 77 7 4 - 
C50%-100% EtOAc/^^^y, fy&mmlKX iJffifiU 92%<7>^*t<r>£l£tl£# 
£0 BkjSt 47 ~^ 9 "C; *H NMR CCD,0D, 400 MHz) $ 5.31-5.20 Cm, 4H), 2.67 
Ct, 2H, 3 = 6.2 Hz), 2.12 Ct, 2H, 1 = 7.6 Hz), 1.97 Cq, 4H, 3 = 6.8 Hz), 
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1.52 (p, 2H, 3 = 7.3 Hz), 1.32 - 1.17 (m, 18H), 0.82 Ct, 3H, 3 = 6.9); 
1S C NMR (CDjOD, 100 MHz) $ 179.2, 130.9 C2), 129.1 C2) , 36.5, 32.7, 30 

.8 (2), 30.7 C2), 30.5 C2), 30.41, 30.36, 28.2, 26.9, 26.6, 23.7, 14.5; 
IR CNaCI, 14 „ 3324, 3009, 2919, 2849, 2513, 2466, 2400, 1733 

, 1634, 1528, 1469, 1410, 1250, 1048, 758 air 1 ; LRFABMS m/z (M+H* ) 308 

m 2 l~7F £ 18:3 9 • 1 2 • 1 s : (a-ijyi/f? pCa-linolenamide)) 

-iSLft^m mmmm KJEmKLtz&^&f&Ltzo -r^xcD^mma Aid 

rich, Acrosxti Signa £*)ffi\L, ^hKfzn^r^^^^^h^^y^- 
C33^100% EtOAc//s*^>, tjmm^ZX ^ffi^U XK<7)ffiM<D!k&®Z® 
f Zo X H NMR CCD,0D, 400 IVHz) $ 5.33-5.18 Cm, 6H) , 2.76 Ct, 4H, 3 = 6.0 
Hz), 2.11 Ct, 2H, 3 = 7.6 Hz), 2.00 Cm, 4H), 1.52 Cp, 2H, 3 = 7.1 Hz), 
1.26 Cm, 8H), 0.89 Ct, 3H, 3 = 7.5 Hz); 13 C NMR CCDjOD, 100 MHz) $ 179 
.2, 132.7, 131.1, 129.2 C2), 128.8, 128.2, 36.5, 30.7, 30.4, 30.31, 30.2 
6, 28.2, 26.9, 26.5, 26.4, 21.5, 14.7; IR CNaCI, y 4 4, iX 3326 , 3 

009, 2924, 2851, 2526, 2356, 1629, 1527, 1469, 1436, 1410, 955, 723 cnr 1 
; HRFABMS m/z CM+Cs* ) 410.1452 C^fjg m/z 410.1460). 
mlKTjkZtlZ 20:3 8 - 11 - 1 * 

-&&¥M (Hfria#re) KjEm~Ltztf^&j&Ltio -r^x^ta^uma Aid 

rich, Acrosxfi Signa £ 19 If At. #f)W;Sfe^m^o-7f^77^- 
C50?S-100% EtOAc/ ^ ^ -tj- > , ^@B^St)^J; ft §| U 78%<7>^«^^^!^^# 
7t 0 X H NMR CCD,0D, 400 MHz) $ 5.32-5.21 Cm, 6H), 2.73 Cm, 4H) , 2.11 Ct 
, 2H, 3 = 7.6 Hz), 1.98 Cm, 4H), 1.51 Cp, 2H, 3 = 7.2 Hz), 1.34-1.20 Cm, 
12H), 0.81 Ct, 3H, 3 = 6.9 Hz); 1J C NMR CCDjOD, 100 MHz) $ 179.3, 131 
.1, 131.0, 129.22, 129.16, 128.9, 128.8, 36.5, 32.7 30.7, 30.5, 30.3, 30 
.1, 28.2 C2), 26.9, 26.6 C2), 23.7, 14.5; IR CNaCI, ;va) iu« 3328 
, 3009, 2925, 2852, 2525, 2468, 2402, 1634, 1527, 1466, 1411, 1330, 1202 
, 959 air 1 ; HRFABMS m/z CM+Cs* ) 438.1756 Cg;£ffi m/z 438.1773). 
[0 0 3 6] 
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112^$ ft* 20:3" 17 

-ma^m (mie#BB) njE«»cLfc*«v»#iaujt 0 -r^Tomi&tfcastt Aid 

rich, Acros^fi Sigra J; Jtfclt'feoyA'*^ O** r ^77 

C50%-100% ^E*«I)^J: IjffiftU 84K*>jtfgo 

£ 0 X H NMR (CD 3 0D, 400 MHz) $ 5.32-5.17 Cm, 6H), 2.71 (t, 4H, 1 = 5.9 
Hz), 2.10 (t, 2H, 3 = 7.6 Hz), 2.01-1.92 Cm, 4H), 1.51 Cp, 2H, 3 = 7.3 H 
z), 1.29 - 1.23 Cm, 12H), 0.88 Ct, 3H, J = 7.6 Hz); "C NMR CCD 3 0D, 100 
MHz) s 179.3, 132.7, 131.1, 129.21, 129.17, 128.8, 128.2, 36.5, 30.8, 
30.64, 30.62, 30.5, 30.4, 30.3, 28.2, 26.9, 26.5, 26.4, 21.5, 14.7; IR C 
NaCl, 7^;va) M.ax 3324, 3010, 2963 , 2919 , 2849 , 2525 , 2351, 1627, 152 
9, 1469, 1439, 1410 , 956, 721 cnr 1 ; HRFABMS m/z CM+CsO 438.1765 Cgj£ 
^ m/z 438.1773). 
|32^^^tL^20:4 5 - s - 11 ' 14 

^2^^^tL^>20:5'-' 1 - 11 - 1 *- 17 

-«Lfl«j¥JH (ttria#HB) tjEfl|»cLfc36«V>-frJftLjt 0 -f-^ToaJlSjttlltt Aid 
rich, Acrosxji Signa ityliAU jt^O*^ JV^JV^^nv h^57-f -i: 
<fc *)ffi»L>!:o 1H ™ R CCDCI, , 500 MHz) $ 5.38 - 5.35 Cm, 10H) , 2.83 - 2 
.78 Cm, 8H), 2.21 Ct, 2H, J = 7.5 Hz), 2.11 Cq, 2H, J = 6.5 Hz), 2.06 Cp 
, 2H, 3 = 7.5 Hz), 1.71 Cp, 2H, 1 = 7.5 Hz), 0.95 Ct, 3H, J = 7.5 Hz); 
1} C WR CCDCI, , 125 MHz) $ 175.1, 132.1, 129.0, 128.9, 128.6, 128.3, 12 
8.19, 128.16, 128.07, 127.8, 35.1, 26.5, 25.6, 25.5, 25.2, 20.6, 14.3; 
IR (7 4 Jl/iO 14,, x 3354 , 3192 , 3011, 2961, 1660, 1614, 1441, 1410, 1264 
cnr 1 ; FABHRMS CNBA-Nal) m/z 302.2489 CQoH^NO + H* 302.2484). 

[0 0 3 7] 

m 2 K ^ s n & 22 : & - 7 • 1 0 • 1 » • 1 6 • 1 9 
— mu&m KjosfcLfc^^Lfco -r^x<vm%nmit Aid 

rich, Acrosxji Signa £ t)iAU WR<D* 4 u~? Y 7*77 4 -C5 

0%-100* Et0AcA\*^>, Gjmmm)^* *>*»ftU 55%c^M<?)£j£!&l£#fco 
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J H WR (CDjOD, 400 IWz) § 5.33 - 5.17 Cm, 12H), 2.80 - 2.71 (m, 10H) , 
2.31 Cm, 2H), 2.14 Ct, 2H, 3 = 7.4 Hz), 1.98 Cp, 2H, 3 = 7.4 Hz), 0.87 
Ct, 3H, 3 = 7.6 Hz); lJ C NMR CCD,0D, 100 Mb) $ 178 - 4 . 132.8, 130.1, 1 
29.4, 129.23, 129.19, 129.16, 129.09, 128.9, 128.2, 36.3, 26.54, 26.49, 
26.42, 24.5, 21.5, 14.7; IR CNaCI, 74 LU* 3341, 3198, 3012, 295 

5, 1661, 1393, 1262 , 923 orr 1 ; HRFABMS m/z CM+Cs*) 460.1640 Cg;£-fl W 
z 460.1616). 

isi^ti^-fvi^ji ch 2 ci 2 co. 2 m) Ni»hsk;t\ or^^iP 

50% Na0Hy§^^t>Et0Ac^aiL7l:) XJiT )V a - t?> o < «JnL/c 

[ 0 0 3 8] 
tL^MeNH 

KiEfeK Lfc*«v^jftLfc 0 1"^T<7)iB^I«mii Aldrich^ Acrosxfi Sigma £ 

9^j»M<0&jS»*#fc o Bkj^C 34-35 -c; 1 H NMR CCD 3 0D, 400 IWz) $ 5. 
29 - 5.21 Cm, 2H), 2.61 Cs, 3H), 2.07 Ct, 2H, J = 7.6 Hz), 1.93 Cm, 4H), 

1.50 Cp, 2H, 3 = 7.0 Hz), 1.23 - 1.21 Cm, 20H), 0.81 Ct, 3H, 3 = 6.9 Hz 
); 15 C WR CCD 3 0D, 100 NHz) $ 176.7, 130.9, 130.8, 37.0, 33.1, 30.87, 
30.85, 30.7, 30.5, 30.4, 30.34, 30.27, 28.2, 27.0, 26.3, 23.8, 14.5; IR 

CNaQ, 7-fJUA) i^ ax 3301, 3005, 2921, 2853, 2418, 1651, 1557, 1463, 1 
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403, 1164, 723 air 1 ; HRFABMS m/z CM+H* ) 296.2940 Cgjfcfjl m/z 296.2953 
). 

KjEmz.Ltztf^&$ul,tz 0 -t^<X<Dtii^m\t Aldrich, Acrosxii Sigma £ 
*)BAL, i&H-fe^ftU** n-7 h^7 7-f ~C33% EtOAcA\^ y)\z£ 
, 99%9BFrM<7)£j£^£ : & /Co l H MVIR CCD, CD, 400 MHz) £ 5.32 - 5.24 Cm , 
2H), 2.99 Cs, 3H), 2.86 Cs, 3H), 2.29 Ct, 2H, 3 = 7.6 Hz), 1.97 Cm, 4H), 
1.53 CP, 2H, 3 = 7.3 Hz), 1.28 - 1.24 Cm, 20H), 0.85 Ct, 3H, 3 = 6.8 Hz 
); "C WR CCD 3 0O, 100 MHz) $ 175.4, 130.82 130.77 , 37.8 , 35.7 , 34.2, 
33.1, 30.90, 30.87, 30.7, 30.5, 30.4, 30.3, 28.2, 26.3, 23.8, 14.6; IR 
CNaCI, 74 14,,, 2923 , 2853, 1652, 1463, 1394, 1267, 1141, 723 orr 1 

; HRFABMS m/z CM+H*) 310.3101 Cg^vfit m/z 310.3110). 

izlEm^ Ltztf^&J&Ltio -r^<X<7)th^Umit Aldrich, Acros^Ji Sigma £ 
i)iAL, 6-fe@#^^a-7 hyjyi -C33% EtOAcA\^-^)K j: i))|fML, 

99%<7>mM<Dtk]&ysZ'&tZo m& 34-35^; ^WRCCDCI,, 400 MHz) S 5. 
53 Cbr, 1H), 5.35 - 5.26 Cm, 2H), 3.28 - 3.21 Cm, 2H), 2.11 Ct, 2H, 3 = 
7.7 Hz), 2.01 - 1.92 Cm, 4H) , 1.58 Cp, 2H, 3 = 7.4 Hz), 1.30 - 1.23 Cm, 
20H), 1.09 Ct, 3H, 3 = 7.3 Hz), 0.83 Ct, 3H, 3 = 6.9 Hz); 1J C NMR CCDC 
~l s , 100 MHz) $ 173.0, 130.0, 129.7, 36.8, 34.2, 31.9, 29.73, 29.67, 29. 
5, 29.29 C2), 29.25 C2), 29.1, 27.2, 27.1, 25.8, 22.7, 14.9, 14.1; IR C 
NaCl, 74 jva) M, iX 3304, 3084 , 2918 , 2850, 1641, 1551, 1466, 938 , 721 

or 1 ; HRFABMS m/z CM+H* ) 310.3099 Cg^ft m/z 310.3110). 

[0 0 3 9] 

KJEmK L^^LfCo -T^TOtfilSfSlgte Aldrich, AcrosXfi Sigma £ 
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f)fALs ?£^*uyi;&<DW*? n^? h w -C2CP6-50% EtOAcAx^-it > 
, £J@2y§8I)K <fc »)||SL, 99%cr,ffM^^^t)^#^o 1H ^ R CCD3OD, 400 M 
Hz) $ 5.32 - 5.25 (m, 2H), 3.31 Cp, 4H, J = 7.2 Hz), 2.28 Ct, 2H, 3 = 
7.6 Hz), 1.97 (m, 4H), 1.55 (p, 2H, J = 7.3 Hz), 1.29-1.24 (m, 20H), 1. 
13 (t, 3H, 3 = 7.1 Hz), 1.04 Ct, 3H, 3 = 7.1 Hz), 0.85 (t, 3H, 3 = 6.9 H 
Z); 13 C NMR (CDjOD, 100 MHz) ,5 174.4, 130.81, 130.77 , 43.4, 41.4, 33.9 
, 33.1, 30.91, 30.87, 30.7, 30.5, 30.4, 30.3, 28.3, 26.7, 23.8, 14.7, 14 
.6, 13.4; IR CNaCI, lUx 2925, 2853, 1651, 1462, 1427, 1379, 

1309, 1261, 1223, 1139, 1096, 944, 791, 722 air 1 ; HRFABMS m/z (M+tf ). 3 
38.3430 CW^m m / z 338.3423). 

\zJEmKLtztf^&f£l,tzo -r^X<D{H^mm\t Aldrich, Acros^li Sigma £ 
VffiALtZo 6-fe@#o m& 28-29 <c; 1 H NMR CCDCI, , 400 MHz) $ 6.01 C 
br, 1 H), 5.29 - 5.21 (m, 2H), 3.12 Cq, 2H, 3 = 6.8 Hz), 2.08 Ct, 2H, 3 = 

7.6 Hz), 1.95 - 1.90 Cm, 4H), 1.54 Cp, 2H, 3 = 7.4 Hz), 1.43 Cs, 2H, 3 
= 7.2 Hz), 1.21 - 1.19 Cm, 20H), 0.89 - 0.78 Cm, 6H); 1J C NMR CCDC1 3 , 1 
00 MHz) 5 173.1, 129.8, 129.6, 41.0, 36.6, 31.7, 29.60, 29.56, 29.4, 29 
.2 C4), 29.0, 27.04 , 27.01, 25.7 , 22.7, 22.5, 13.9, 11.2; IR C?^;VA) 

M, sx 3298, 2924, 2854, 1648, 1552, 1464, 1378, 1253, 1153, 757 cnr x ; E 
SI CM + H* ) 324. 

[0 0 4 0] 

K]Em^L?ztf^&Ltz 0 -t^XVih&Umit Aldrich^ Acros^fi Sigma j; 
tymXLtzo S-feia^o 25 "CI X H NMR CCDC1,, 400 MHz) § 5.46- 5.4 

5 Cbr, 1H), 5.33 - 5.24 Cm, 2H), 4.07 - 3.96 Cm, 1H), 2.07 Ct, 2H, 3=7 
.6 Hz), 1.97 - 1.93 On, 4H), 1.56 Cp, 2H, J = 7.1 Hz), 1.24 - 1.15 Cm, 2 
OH), 1.08 Cd, 6H, 3 = 6.6 Hz), 0.83 Ct, 3H, 3 = 6.8 Hz); 13 C NMR CCDC1 3 
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, 100 MHz) $ 172.2, 129.9, 129.7, 41.0, 36.9, 31.8, 29.7, 29.6, 29.4, 2 
9.23, 29.19, 29.1, 27.11, 27.08, 25.7, 22.7, 22.6, 14.0; IR C^^JVA) 
M, ax 3291, 2925 , 2854, 1645, 1558, 1540, 1457, 1174, 1130 , 722 orr 1 ; FA 
BHRMS (NBA-Nal) m/z 324.3259 (C^H^NO + H* g^fji 324.3266). 

jt^CSynth. Comm. 1996, 26, 2341-2348) lc Ltztf^&ik Ltz a 
mlK^ZflZ i-PrNMe ffig# 

tb$&f*^{* Aldrich, Acrosxfi Sigma £ Y)ffi\Lf Zo 

ggfi Aldrich, Acrosxii Sigma i^ALfco 
[0 0 4 1 ] 

m^7jkz}i2> phccH, ),nh mm®- 

tjEffltUL>t*«v^ rUm^PhW^NHT^ >MLt^Lfc, i"^T<?)tfi|& 
ftUfi Aldrich^ Acrosxii Sigma j; ij^U;„ 

KiEffllfc Lfc5& s wg.j&Lrt: B -r^TOdll&K*** Aldrich^ Acrosxfi Sigma j; 
*>J*ALfc 0 6-fe@#o 30-31 -c; *H WR (CDCl,, 400 IWz) S 6.13 Cb 

r, l H), 5.29 - 5.20 (m, 2H), 3.14 (q, 2H, 3 = 5.9 Hz), 2.07 (t, 2H, 3 = 
7.6 Hz), 1.92 - 1.89 (m, 4H), 1.53 CP, 2H, 1 = 6.8 Hz), 1.43 - 1.18 Cm, 
24H), 0.85 - 0.77 Cm, 6H); 1J C MVIR (CDCI, , 100 MHz) § 173.1, 129.8, 12 
9.5, 39.0, 36.6, 31.7, 31.6, 29.59, 29.55, 29.4, 29.2, 29.0, 27.03, 27.0 
0, 25.7, 22.6, 19.9, 13.9, 13.5; IR C^^;WA) ^„ 3301, 3084, 3001, 2 
954, 2918, 2849, 1639, 1559, 1466, 1231, 720 air 1 ; FABHRMS CNBA-Nal) m/ 
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z 338. 3428 CC 22 H 4J N0 + H* 338. 3423) . 

fcjEWfcfc Lfc* J ^#s£L^o -f^Tomi&ttiltt Aldrich N Acrosxfi Sigma j; 
^iAU:o »?*^n7 h^77^ EtOAc/^c^y)^ j; jjffgi 

L> 9fa©*Jft«J*fe*a5JRJ*fC^fc e " H ™ R CCDjOD, 400 Wte) <j 5.29 - 5 
.21 (m, 2H), 3.39 Ct, 2H, 3 = 6.7 Hz), 3.31 Ct, 2H, 3 = 6.9 Hz), 2.22 Ct 
, 2H, 3 = 7.6 Hz), 1.94 (m, 4H), 1.88 Cp, 2H, 3 = 6.7 Hz), 1.78 (p, 2H, 
3 = 6.9 Hz), 1.52 Cp, 2H, 3 = 7.2 Hz), 1.25 - 1.20 Cm, 20H), 0.81 (t, 
3H, 3 = 6.8 Hz); 15 C WR (CD 3 0D, 100 MHz) $ 173.9, 130.83, 130.79, 47 
.9, 46.8, 35.5, 33.1, 30.94, 30.90, 30.7, 30.54, 30.46, 30.3, 28.2, 27.0 
, 26.1, 25.4, 23.8, 14.7; IR (Nad, y j ;i^a) M.,,, 2924, 2853, 1651, 14 
28, 1342, 1226, 1194, 723 arr 1 ; HRFABMS m/z (M+Cs* ) 468.2225 t^jfcife m 
/z 468.2242). 

[0 0 4 2] 

[13^^-rPhNH mmit 

CSynth. Cornn. 1995, 25, 959-968)^ Lfca s V»Sii Ltz 0 

h3k^-3-nhoh mm#- 

C3ACS, 1996, 118 , 5938-5945)^ Ufc*«V»« it Lfco 
m 3 K 7* $ fl Z> MeOMfe 3$ 

^iEm~l.tztf^&}&LfZo -r^T<7>m%^fi Aldrich, Acros^fi Sigma £ 
lomXLtCo iifcHfeorfi^n-^ h?? y J -C33% Et0Ac/^^^>) t r J; 

u ffim<D$if&MZfem&)umx~'& tc 0 1H ^r ccd,od, 4oomhz) $ 5.34 - 5 

.26 Cm, 2H), 3.66 Cs, 3H), 3.12 Cs, 3H), 2.39 Ct, 3H, 3 = 7.0 Hz), 1.99 
Cm, 4H), 1.56 Cp, 2H, 3 = 6.8 Hz), 1.30 - 1.26 Cm, 20H), 0.86 Ct, 3H, 3 
= 6.1 Hz); 13 C NMR CCD 3 0D, 100 MHz) $ 176.2, 130.9, 130.8, 61.8, 33.1, 
32.7, 30.92, 30.88, 30.77, 30.54, 30.49, 30.45, 30.3, 28.2, 25.8,. 23.8, 
14.6; IR CNaCl, 7 ^^a) M, ax 2923, 2853, 1673, 1463, 1413, 1383, 117 
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7, 1116, 998, 722 arr 1 ; HRFABMS m/z (M-fH* ) 326.3072 (^jjc-flfc m/z 326.3 
059). 

[U3ic.^ ? tl&NHj NH 

gfcffc OACS, 1996, 118 , 5938-5945)fcLfc3&<^»J&Lfco 

KIEilfc Lfc^ML*. -r^T^mi&Mlgfi Aldrich, Acrosxii Sigma £ 
•jltALfco ft^^** h^v?^ -CSiO, , 5 x 15 an, 136 EtOAc/^^ 

*>)»rJ:»lffiSaL, »W*fftS:5E*WJR^-C|»7t 0 *H NMR Mwi. Sa 

dtler Handbook of MV1R data^j^^^ h )l> L—WtLtZo iiillOT''— 9 ' 15 C NMR 

CCDjOD, 100 MHz) $ 176.0, 130.9, 130.8, 52.0, 34.8, 33.1, 30.9, 30.8, 
30.6, 30.5, 30.4, 30.3, 30.20, 30.17, 28.14, 28.11, 26.1, 23.8, 14.5; I 
R (MaCI, 74 ;i/A) M,„ 2924 , 2854, 1743, 1653, 1558, 1540, 1506, 1457, 
1260, 1093, 1018, 801 an- 1 . 

[0 0 4 3] 

[S3t-^$tL^Et0 Gfr U>f >fltJL?-;iO 

tjEfltHL)5:*«v^titLfc. -t-^T^mH^tt Aldrich, Acros^i Sigma £ 
»>J*ALfco &W%tt\ 0 X H NMR Sadtler Handbook of NMR data 

(DA^? h^t— SfcLfco ilin^y*-^: X, CNMR CCD } 0D, 100 MHz) $ 173.8 
, 129.9, 129,7, 60.1, 34.3, 31.9, 29.7, 29.6, 29.5, 29.3, 29.12, 29.08, 
29.05, 27.2, 27.1, 24.9, 22.6, 14.2, 14.1; IR CNaCI, 74 ,ua) LU, X 292 
5, 2854, 1739, 1465, 1373, 1244, 1180, 1036, 723 air 1 . 
(I^-^Sft&M^CHCHO ffiigfc 

KjEfltHtfc*«v^|ftLjt 0 i-^T^fBI&SSaifi Aldrich, Acros^i Sigma i 
iJfAUo m%.&<Dm<> l H NMR (CDCI,, 400 MHz) <j 5.35 - 5.27 (m, 2H), 
3.82 Cd, 2H, 3 = 3.4 Hz), 2.27 Ct, 2H, J = 7.5 Hz), 1.98 - 1.95 Cm, 4H) 
, 1.89 C-fcJt^, 1H, J = 6.7 Hz), 1.59 Cstffrg, 2H, 3 = 6.9 Hz), 1.27 - 1 
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.23 (m, 20H), 0.90 Cd, 6H, J = 3.4 Hz), 0.85 (t, 3H, 3 = 6.6 Hz); U CN 
MR CCDCI,, 100 MHz) $ 173.97, 129.92, 129.72, 70.36, 34.36, 31.89, 29.7 
5, 29.67, 29.51, 29.31 C2), 29.15, 29.13, 29.09, 27.70, 27.19, 27.14, 25 
.02 , 22.67, 19.07 C2), 14.10; IR (NaCl, 74 ;ui,) u,,, 2925.2, 2853.9, 
1739.7, 1466.2, 1378.6, 1172.6, 1012.6; FABMS m/z CM+H*) 339. 
H3&C;FStl&HGl- W )lsT)Vy*\l K) 

1978 , 43,2480-2482)nL7t^^^t7to 

gfcfft OAC5, 1996, 118 , 5938-5945) (cLfc^gi it Lfco 

gfcffc QACS, 1996, 118 , 5938-5945) iz Ltztf\,*WLM Ltz 0 
[0 0 4 4] 

gtfg QACS, 1996, 118 , 5938-5945) £ Ltz^^Ltz 0 
XWtOOC 1978 , 43, 2480-2482) K Ltz&^mMLfzo 
Signaj: V)mXLfz 0 
Pfaltz and Bauer £ V)BALtz 0 

XWi O Med Chen, 1989, 32, 1319-1322)^ L^^it L*: 0 
(113^^? ti&CoA-SCO gfigte 
Sigtiaj; i)mXLtz 0 

m^KypZ ti& HOCH, CH 2 NH |§^E# 

gtfg QACS, 1996, 118, 580-590) £ t £ t tz 0 

W 4 Ktf2 tl& CH0CH 2 CH ) 2 NHffigfl; 

Pfaltz and Bauer j; V) ffix L fc 0 
[H4{r ^ ? it S H0CH 2 CH 2 CH 2 NH §§ ^ 
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KJEm^ L/c^v>-^gg;L7to I" ^T^mi&is^gte Aldrich, Acrosjzji Sigma £ 
»9»AL7t:o £fe@#o »A 55 " 56 "C5 *HNMR CCDC1, , 400 MHz) S 6.87 (t 
, 1 H, 3 = 5.8 Hz), 5.28 - 5.19 Cm, 2H), 4.25 (br, 1 H), 3.52 (s, 2H), 3.2 
7 Cq, 2H, J = 6.2 Hz), 2.09 ft, 2H, 3 = 7.6 Hz), 1.91 - 1.88 Cm, 4H), 1. 
58 CP, 4H, 3 = 6.0 Hz), 1.51 Cp, 2H, 3 = 7.1 Hz), 1.20 - 1.17 Cm, 20H), 
0.78 Ct, 3H, 3 = 6.8 Hz); 15 C NMR CCDC1, , 100 MHz) § 174.6, 129.8, 129 
.4, 58.9, 36.4, 36.0, 31.9, 31.7, 29.5, 29.3, 29.1, 29.0, 27.00, 26.96, 
25.7, 22.5, 13.9; IR C^^;VA) 3290 , 2917 , 2848, 1634, 1550, 1462 

, 1412, 1216, 1052 , 762 crrr 1 ; FABHRMS CNBA-Nal) m/z 340.3226 CC, t H 41 N0 
2 + H* ^^tfi 340.3216). 

[0 0 4 5] 
B|4fc 5*3 tl& H0CH 2 CHC0Ac)CH, 0ffig#: 

Signaj; V)ffiX 0 
04^^ $ ti& HOCH, CH 2 NHif sgfo 

m 4 K7jk $ tl& CHOCH, CH, ), NH 

Ft o^-C^-fk* (ttC^RR) 
t:iESltafc^ML^„ "t-^T^iBI&WaStt Aldrich, Acrosxti Sigma £ 
*)m\LtZo *Vy>J&<Dm<> 1H WR CCDG, , 500 MHz) $ 7.68 Cbr, 1H), 7 
.50 Cbr, 1H), 5.38 - 5.29 Cm, 8H), 3.78 Ct, 2H, 3 = 5.0 Hz), 3.73 Ct, 2H 
, 3 = 5.3 Hz), 3.50 Ct, 2H, 3 = 5.0 Hz), 3.45 Ct, 2H, 3 = 5.0 Hz), 2.81 
- 2.77 Cm, 6H), 2.36 Ct, 2H, 3 = 7.5 Hz), 2.09 Cq, 2H, 3 = 6.0 Hz), 2.02 

Cq, 2H, 3 = 7.0 Hz), 1.67 Cp, 2H, 3 = 7.5 Hz), 1.34 - 1.22 Cm, 6H), 0.8 
5 Ct, 3H, 3 = 6.8 Hz); 13 C l*4R CCDC1, , 125 MHz) 3 175.3, 130.5, 129.2, 

128.7, 128.5, 128.1 C2), 127.8, 127.4, 61.3, 60.7, 52.2, 50.5, 32.8, 31 
.4, 29.3, 27.2, 26.6, 25.6 C3), 25.0, 22.5, 14.0; IR Cy j M.,* 33 

75, 3011, 2956, 2926, 2857, 1727, 1621, 1455, 1270, 1072 air 1 ; FABHRMS 
CNBA-CsI) m/z 524.2152 CQ^NOj + Cs* 524.2141). 
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18-TBDPS-gg QACS, 1996, 118, 580-590&- 1 £7!> s </>S!iji)C390.1 mg, 0.58 rrm 
o"l, 1 ^g) <£>7HF C2 mL) N 2 25 «CTN TBAF CTHF^^IM % 1.2 m 

L, 1.2 nmol, 2 £g) ^ j k, 2u#ft8#i;g L £<> * C30 mL) frjggp U 

EtOAc (3 x 30 irfO-efflajLfco #«**K*ftCNa 1 SO«)u £ Ji U iETti 
i&S L 7t 0 * nvh777-f- CSi0 2 , 2 x 8 an, 20 - 100% EtOAcAs 

+ *fffii&«) i:#L^ 18-OH-K (149. 1 mg, 86%) LTftfc 
0 25 t;; X H MIH CCDCU, 400 MHz) $ 6.47 (br, 1JH), 5.35 - 5.26 (m, 2H 
), 3.60 Ct, 2H, 3 = 6.7 Hz), 2.29 (t, 2H, 3 = 7.5 Hz), 1.98 - 1.95 Cm, 4 
H), 1.60 - 1.49 Cm, 4H), 1.27 Cs, 18H); "C NMR CCDCI, , 100 MHz) $ 179 
.2, 129.9, 129.8, 62.8, 34.1, 32.5, 29.7, 29.6, 29.4, 29.3, 29.2, 29.1, 
29.0 C2), 27.11, 27.07, 25.7, 24.7; IR (y 4 ^a) 14., x 3355, 2926, 2853 
, 1710, 1462, 1409, 1246, 1054, 722 air 1 ; FABHRMS CNBA-Nal) m/z 321.24 
15 CQ S H J4 03 + Na* g^ffi 321.2406). 
[0 0 4 6] 

18-0H-$ C67.7 mg, 0.23 mmol , 1 ^g) ^fit^THF C2.2 mL) N 2 -p 
, 0T3 T, NaH C60%, 28.1 mg, 0.70 rmiol , 3 ^») \z «fc V) 15 ^feiL^ 
0 Mel C72 ^L, 1.16 mmol, 5 ^*) fcjgjpu KJ£«j* 25 «c Ki«*, 5 
fflffi^U;, Mel C140 ^L, 2.25 mmol, 10 ^g) <*>#2«>g&£-*i«ifll t % R 

14b*M«#L*: 0 7K C30 mL) £«U EtOAc (3 x 30 m 

L)Tffl£tiL^o «©*ii£4&CNa,S0 4 )u 4«U iffn«iLfco ffl£fi£^ 
^Dvh^57^ - (Si0 2 , 2 x 8 cm, 20 - 100% EtOAcAx ^ -9- y , ^G^MI 
) KftU 18-^ HfV» C41.0 mg, 58%) fcgpjfc?** LTUfco * H ™R < 
CDC1 3 , 400 MHz) $ 5.35 - 5.27 Cm, 2H), 3.35 Ct, 2H, J = 6.7 Hz), 3.31 C 
s, 3H), 2.31 Ct, 2H, J = 7.5 Hz), 1.99 - 1.96 Cm, 4H), 1.64 - 1.50 Cm, 4 
H), 1.28 - 1.27 Cm, 18H); 13 C NMR CCDCI,, 100 MHz) § 179.7, 129.9, 129 
.7, 73.0, 58.4, 34.0, 29.7, 29.6, 29.5, 29.4, 29.2, 29.1, 29. 0; 27.2, 27 
.1, 26.1, 24.7; IR (y 4 H.„ 2926 , 2854, 1710, 1458, 1119 orr 1 ; 

FABHRMS CNBA-Nal) m/z 335.2568 CQ.Hj.O, + Na* 335.2562). 
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18-^ h^->-^ (37.7 mg, 0.12 mmol, 1 ^g) <7)$£fc d^Cl, (0.6 mL) 
fiT, 0 (CH.a.^ZM, 0.18 mL, 0.36imK>1, 3 

-cm&vtzo mw:* 0 *c kj$£pu mffl*wi&m nh«oh o-nox^mLtzo 

(30 mL)^^i, D t. ^fct^^ EtOAc (3 x 30 mL) T ^iiit^o «J1£S2'J&CN 
^SO^l, ^EET-C^bTto ffl£j»£*nv h^7^-(Si0 2 , 2 

x 5 an, 50 - 100% EtOAcAs ^ -9- y % -fc>gBB^I)^#L^ O^OCH, (34.6 mg, 9 

2%) Ltnto Hk£ 59 ~ 60 t:; *h wir (cdci,, 400 mhz) $ 5. 

71 (br, 1H), 5.52 (br, 1H), 5.35 - 5.27 (m, 2H), 3.33 (t, 2H, 3 = 6.7 Hz 

), 3.29 (s, 3H), 2.18 (t, 2H, 3 = 7.6 Hz), 1.98 - 1.96 (m, 4H), 1.61 - 1 

.49 (m, 4H), 1.27 - 1.26 (m, 18H); 1 J C MdR (CDC1, , 100 MHz) § 175.8, 1 

29.9, 129.8, 72.9, 58.5, 35.9, 29.7, 29.64, 29.60, 29.4, 29.20, 29.18, 2 

9.07, 27.14, 27.12, 26.1, 25.5; IR 4 ;i/i,) 14, IX 3356, 3191, 2922, 28 

51, 2358, 1660, 1633, 1469, 1410, 1120 air 1 ; FABHRMS (NBA-Nal) m/z 334 
.2730 (C^H^N + Na* g^tfjt 334.2722). 
[0 0 4 7] 

HI 5fc ^ £ tl & CH, OHfj^ft: f J A1 drich^ £ -ft ^ £ fix 0 

00 2 H (73.8 mg, 0.24 mmol, 1 ^ft) coftkfc <HCI 2 (1.2 mL) N*T 
„ 0 «c -C. ^k^^+MJ;!' (CH 2 CI 2 4j2M, 0.36mL, 0.72 mmol, 3 ^m)-^ 

mvtco Kmw>&%}* 25 x: izmtd. m^-e 3 ^h^l^ ^^^miet-c^ 

*L£o »aE* 0 *C fc?£*PU ii^JSO^ NH 4 0H (3 il)t«L^ 0 (3 
0 mL)^^jQL, tM£J1£ Etmc C3 x 30 mL) CHCI, (3 x 30 mL)-?j#aj L 

*:„ (Na 2 S0 4 )u %a§U ^JETT-«b7to ffl£j&!&£*n-7 

h ^7 7 -f - CSi0 2 , 2 x 15 cm, 0 - 10% MeOH/EtOAc, ^ffijgflDKfa U C0N 
H, (27.8 mg, 38%) LTSfc, It* 128-129 t?: 1 H NMR (CDCI 3 

, 400 MHz) $ 5.47 (br, 4H), 5.35 - 5.28 (m, 2H), 2.20 (t, 4H, 3 = 7.6 H 
z), 1.98 (q, 4H, 3 = 5.6 Hz), 1.61 (p, 4H, 3 = 7.3 Hz), 1.29 (s, 12H); 
15 C MVR (CDClj , 100 MHz) s 175.6 (2), 129.9 (2), 35.9 (2), 29.6 (2), 29 
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.2 (4), 29.0 (2), 27.1 (2), 25.5 (2); IR (7 ^ ^a) 3385, 3186, 29 

21, 2848, 1647, 1419 air 1 ; FABHRMS (NBA-Nal) m/z 311.2691 (Q 8 H,,N 2 0 2 
+ H* 311.2699). 

18-fc 5 K OACS, 1996, 118, 580-590^ L tz ^«l/^i&)C101.2 mg 

, 0.34 mmol, 1 eq) <7)tefc DMF (3.4 mL)^-}££ % Nj-p\ 25 £ T"C % C 64 * 
.0 mg, 1.71 rrniol, 5 -^5 ^MLfco tR C30 mL) £ t , 

EtOAc C3 x 30 mL)-e^aiL^o #$1/1 ^^CNa 2 S0 4 ) U *i!L, MJETT'^ 
iLto i4tW^nvF^77^ - CSiO, , 2.5 x 15 an, 5-10% EtOAc/ 
^*^>\ ^)S£«) fc#U C0 2 H (85.0 mg, 8030 £ Sfe @# t LT*!*:., 

74-76 <c; 'HI*R (CDCi, , 400 MHz) £ 6.71 (br, 1H) , 5.74 (br, 1H), 
5.34 - 5.27 (m, 2H), 2.29 (t, 2H, J = 7.5 Hz), 2.19 (t, 2H, J = 7.6 Hz) 
, 1.97 (m, 4H), 1.59 (m, 4H), 1.27 (s, 16H); 13 C WR (CDCI,, 100 MHz) 
$ 178.6, 177.5, 129.9, 129.8, 35.9, 34.2, 29.6, 29.5, 29.2, 29.10, 29.0 
8, 29.02 (2), 28.9, 27.1, 27.0, 25.5, 24.8; IR (y j M. ax 3389 , 31 

91, 3008 , 2917 , 2848, 1704, 1645, 1466, 1417 crrr 1 ; FABHRMS (NBA-CsI) m/ 
z 444.1524 (QgHjjNO, + Cs* ^^fg 444.1515). 
[0 0 4 8] 

* W v ? 7 ') = y > .x-f- JPx^ -r ;u (Oleic glycine ethyl ester) (OEt) ( 
725.5 mg, 1.97 rrmol , 1 ^*)^r 6 mL go THF/MeOH/H-20 (3:l:l)£3$jg t fc 0 
Y§fl££LiOH . H-20 (236.6 mg, 5.63 mmol, 2.9 ^jt) -Cj&giL. 25 13 -£=-15 
frMIILWLtZo m HCI ^30 mL) u EtOAc (3 x 30 mDx^ttiL 

fco Na 2 S0 4 x-^ t, fcifiU METTiiL, OH (611.2 mg, 9156) 

SrSfeHttfc LTUfco 1 H NMR (CDC1 3 , 400 MHz) S 7.04 (br, 1H), 6.26 (t 
, UH, J = 4.8 Hz), 5.36 - 5.27 (m, 2H), 4.04 (d, 2H, 3 = 5.2 Hz), 2.24 ( 
t, 3H, 1 = 7.7 Hz), 1.97 (m, 4H), 1.61 (p, 2H, 1 = 7.2 Hz), 1.27 - 1.24 
(m, 20H), 0.85 (t, 3H, J = 6.8 Hz); lJ C MvlR (CDC1 3 , 100 MHz) $ 174.6, 
172.7, 130.0, 129.7, 41.5, 36.3, 31.9, 29.74, 29.68, 29.5, 29.3 (2), 29. 
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19, 29.15, 29.1, 27.20, 27.15, 25.5, 22.7, 14.1; IR (NaCI , -p ^ ;v A ) M, 
ax 3429, 3304, 2918, 2849, 1699, 1645, 1552, 1469, 1410, 1239, 718, 677 
air 1 ; HRFABMS m/z (M+H* ) 340.2861 (g^-fii m/z 340.2852); jft^j 90-91 «c • 

* W y ? ?V*yy (OH) (325.6 mg, .96 mmol, 1 ^s)^ CH 2 Cl 2 C16 

>rt-)S.?>'»7|C^kT>^-^A C225 ^L) £ N 2 #H^TT-£&£-^ O^H^ 
ipt/^io C573.1 mg, 1.93 mmol, 1 ^4) DMAP (24.4 mg, 0.20 mmol 

, 0.2 ^g) ^»L, SUS^* 25 x: -C 2.5 Pfffl^Lfco v£&£*£ffiT-C 
|&*L, - CSiQ, 3 x 18 an, 0-10% ^ 9 J-)\>/ 

EtOAc, ^SB^)^: IJillL, 231.1 mg (7150 <?) NH^^^g^ LT#fc 
0 X H NVIR (03,00, 400 MHz) $ 8.03 (br, 1H) , 5.28 - 5.20 (m, 2H), 3.72 ( 
d, 2H, 1 = 1.4 Hz), 2.16 (t, 2H, 3 = 7.6 Hz), 1.92 (m, 4H), 1.52 (p, 2H, 
J = 7.2 Hz), 1.23 - 1.19 (m, 20H), 0.80 (t, 3H, 3 = 6.9 Hz); 1 J C NMR ( 
CDCIj , 100 MHz) s 173.8, 171.0, 130.0, 129.7, 42.8, 36.4, 31.9, 29.8, 2 
9.7, 29.5, 29.3, 29.2, 29.1, 27.21, 27.16, 25.6, 22.7, 14.1; IR (NaCI , 
y 4 ;WA) M., x 3385 , 3307 , 3195 , 2918 , 2849, 1661, 1643, 1549, 1468, 141 
5 orr 1 ; HRFABMS m/z (M+H*) 339.3020 (gjjefjl m/z 339.3012); 124-12 

[0 0 4 9] 

06fc5j*-rOEt mm fe 

jri^om. cioo^l, .32rnnoi, 1 ^a) % ? y i/> x.?- >vj^xt )\sm.m& ( 

45.9 mg, .33 mmol , 1 h iJxf;i/7 5 y (66 p L ,47 mmol, 1.5 

S.^^^b^^-l^>(5 mL) ^N.^ffl^T-Ca^. 0 "C ** ?££P <> E 
DCI (107.0 mg, 0.36 irmol, 1.1 ^a) -frxf DMAP (8.1 mg, 0.07 irmol , 0.2 ^ 
*) £«U KJ&W* 25 -c -C 4 ^M^L/co il^SETmiL, ffi 
nn? -(Si0 2 , 2 x 15 an, 20% - 33% EtOAc/X * -9" ^ £j 

Ev£»PfcttU OEt££-fe0# (109.5 mg, 94%) t LX®tz 0 l H NMR (CDC1, , 
400 MHz) 5 5.95 (br, 1H), 5.36 - 5.27 (m, 2H), 4.19 CwM.^.' 2H, J = 7 
.1 Hz), 4.00 (d, 2H, 1 = 5.1 Hz), 2.21 (t, 2H, 3 = 7.6 Hz), 1.99 (m, 4H) 
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, 1.62 (p, 2H, 3 = 7.2 Hz), 1.28 - 1.24 (m, 23H), 0.85 (t, 3H, 3 = 6.8 H 
z); 1J C MVR CCDCIj , 100 MHz) s 173.2, 170.1, 130.0, 129.7, 61.5, 41.3, 
36.4, 31.9, 29.73, 29.67, 29.5, 29.3, 29.2, 29.1, 27.2, 27.1, 25.5, 22. 
7, 14.1; IR CNaCl, 7^;^) 14, ax 3311, 2918, 2849, 1739, 1647, 1552, 1 
465, 1413, 1375, 1213, 1032 , 700 cnr 1 ; HRFABMS m/z CM-HH+ ) 368.3175 
3£<jg m/z 368.3165); 32-33 <C ■ 

OH/ R, = H6^1-Me ffS-f* 

Si grey: V)BALtz 0 
OEt/ R, = H6^^i-Me mmfaQb'm'&fc) 

* V* 4 fr*t )Vu i/ > (<M) (200.7 mg, 0.57 rrmol , 1 ^4) <7}4S7jc™F (6 mL 
>}£?i£K. C158.9 mg, 0.77 rrniol , 1.4 ^») RZffefc EtOH C50 ^ L, 0.85 
mnol, 1.5 ^*)^^nt/c 0 25 «c 22 ffliftfco fife 

<?>i£^££5!)u tk^ 30 mL ) *mn.m-m^tzo ^nm***^ o x 30 m 

)-C«d3L^ 0 ^^^^ (Na 2 S0 4 )u, ?,It, iffT-C^iL^o 

CSi0 2 , 3 x 15 on, 10 - 50% EtOAc/X^-?- > > >fej@g^^|) 

fcttU ^ OEt Q50.8 mg, 70%) £Ht4#*E^fc LT#fc 0 * H 
WR (CDCIj , 400 MHz) «y 5.30 - 5.27 (m, 2H), 4.19 - 4.09 Cm, 2H), 4.05 
+3.97 (s, 2H), 3.01 + 2.91 Cs, 3H), [2.31(t, 3 = 7.5 Hz) + 2.16 Ct, 3 = 

7.4 Hz)][2H], 1.96 - 1.94 Cm, 4H), 1.59 Cp, 2H, 3 = 6.6 Hz), 1.26 - 1.2 
0 Cm, 23 H), 0.82 Ct, 3H, 3 = 6.0 Hz); 13 C IWR CCDC1 3 , 100 MHz) j ->*^ 

-utete -r-m&'fc) s 173.7 C173.3), 169.3 ci69.o), 129.8, 129.7, 

C127.9, 127.8), C61.4), 60.9, C51.6), 49.3, 36.4, C34.7}, 33.0, C32.8, 
32.5), 31.8, C31.4), 29.64, 29.60, 29.4, 29.23, 29.19, 29.0, 27.1, C24.9 
), 24.8 , 22.6, 14.03, 13.99; IR dy ^ jva) M. iX 2924, 2853, 1750, 1655, 

1465, 1400, 1373, 1197, 1113, 1035 air 1 ; FABHRMS CNBA-Nal) m/z 404.31 
28 CQjH^OjN + Na* ^jfrm 404.3141). 
[0 0 5 0] 

m^KT^-flO-jr ? ? f->f 5 K (octadecynamide) ) ff^^c 
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X<DtH^nWt Aldrich, Acros^ti Sigma £V)ffiXLtio M 91-92 £ ; 1 
H NMR (CDCIj, 400 MHz) $ 6.14 (br, 1H), 5.62 Cbr, 1H), 2.15 Ct, 2H, J = 
7.6 Hz), 2.07 (t, 4H, 3 = 7.0 Hz), 1.57 (p, 2H, 3 = 7.1 Hz), 1.41 Cp, 4 

H, 3 = 7.4 Hz), 1.35 - 1.21 Cm, 16H), 0.82 (t, 3H, 3 = 6.9 Hz); 1J C NMR 
CCDC1,, 100 MHz) $ 176.0, 80.2, 80.0, 35.9, 31.8, 29.1, 29.04 (3) , 28. 

98, 28.8 (2), 28.6, 25.4, 22.6, 18.7, 18.6, 14.0; IR (7 j M. ax 34 

09, 2928, 2850, 1647, 1471, 1419, 712 or 1 ; FABHRMS CNBA-CsI) m/z 412. 
1636 CQ,H }} N0 + Cs- 412.1616). 

gt^g (DACS, 1996, 118 , 580-590) fcf£n«j&Lfc. 

■%m (JACS, 1959, 81, 4256) KLfc^MUo 

^T<7>tii%;mM\* Aldrich^ Acros^f* Sigma J; tjiAU, 47-^18 <c ; 

1H WR CCDC1, , 400 MHz) $ 7.13 - 7.07 Cm, 4H), 5.53 Cbr, 1H), 5.41 Cbr 
, 1H), 2.57 Ctd, 4H, J = 7.9, 1.5 Hz), 2.20 Ct, 2H, D = 7.6 Hz), 1.62 Cp 
, 2H, 3 = 7.1 Hz), 1.55 Cp, 4H, 3 = 7.8 Hz), 1.34 - 1.26 Cm, 16H), 0.86 
Ct, 3H, 3 = 6.8 Hz); »»C NMR CCDC"I 3 , 100 MHz) $ 175.6, 140.5, 140.4, 1 
29.1, 129.0, 125.70, 125.66, 35.9, 32.7, 32.6, 31.9, 31.3, 31.2, 29.8, 2 
9.6, 29.5, 29.3 C2), 29.2, 25.5, 22.7, 14.1; IR ty 4 ;pa) 4.., 3392, 3 
194, 2924 , 2853, 1647, 1464, 1415 , 746 orr 1 ; FABHRMS CNBA-Nal) m/z 354 
.2776 CQ^NO g^ffi 354.2773). 
[0 0 5 1 ] 

l-yv^s^y ? y Cl.O mL, 8.1 mmol, 1 ^4) Rtf Ph 3 P C2.32 g, 8.8 mmo 

I, 1-1 ^S) coiETRCHCN C6 mL) jftflfcfc, N,T. 2 ° mmMffiLfc 0 KmU-k 
D^^ETT^iL^ ffl^J&^lSr^o-s' |>^77^ CSi0 2 , 3 x 20 cm, 10% E 
tOAc/^N^-9-y - 50% iPrOH/Et0Ac x ZfffifeW^ttL, *- a^C3.27 g, 
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9830 £Sfe(D:7*-A t LT#fc 0 X H NMR (CDG, , 400 MHz) £ 7.84-7. 

73 Cm, 9H), 7.69 - 7.65 Cm, 6H), 3.78 - 3.71 Cm, 2H), 1.58 - 1.57 Cm, 4H 
), 1.25 Cs, 2H, 3 = 7.2 Hz), 0.78 Ct, 3H, 3 = 7.3 Hz); 1J C WIR CCDCI 3 , 
100 MHz) s 134.9 C3, d, 3 = 2 Hz), 133.6 C6, d, 3 = 10 Hz), 130.4 C6, d 
, 3 = 12 Hz), 118.3 C3, d, 3 = 86 Hz), 32.3 Cd, 3 = 15 Hz) , 22.9, 22.3, 
22.2 Cd, 3 = 3 Hz), 13.6; IR C? >f JUA) I4, ax 3405 , 2921, 2864, 1438, 11 
12 , 996 , 749 , 723 , 690 cnr 1 ; ESI CM - Br*) 333.*** - * g, 7. 

74 mmol, 1.1 jyg) coMtK ™F C60 mL) N a 7\ -78 ^-c, n-BuLi C2. 
CM, 7.0 mL, 14.0 mmol, 2.0 ^g^C^S Lfc 0 RJCft-fr** 2 * *C K^tb, 
10 ^Mft^Lfco KJSfeS- -78 <c izmftML, 2->7M>Xr^fU K CO 
.9119 g, 6.95 rrmol, 1 ^&) ^fi^Jt THF C15 mL)^-e&31L ^^tElt> 

25 *C HIS*, 1 ^H»L, fiifD ^HCI C 100 mL > 7K#**»inL 
fco EtOAc C3 x 100 mL) U CNa 2 S0 4 )u *jft 

U «BET-C*j(6L^o *a£j»£^nv - CSi0 2 , 6 x 20 cm, 0-5% 

EtQAc//v.^^ £j@Sv#8£>K<f>f U CN- T ;i^^> CO. 9796 g, 76%) ^B^ft 
m C E/Z mkfcoig^fc)*; Ltlfco X H NMR CCDCIj , 400 MHz) $ 7.64 - 7 
.22 Cm, 4H), [6.72 Cd, 3 = 15.7 Hz) + 6.59 Cd, 3 = 11.6 Hz)][lH], [6.41 

Cdt, 3 = 15.7, 7.0 Hz) + 5.90 (dt, 3 = 11.6, 7.5 Hz)][lH], [2.27 Cqd, 1 

= 7.6, 1.4 Hz) + 2.21 Cqd, 3 = 7.3, 1.7 Hz)][2H], 1.50 - 1.20 Cm, 4H), 
[0.91 Ct, 3 = 7.2 Hz) + 0.84 Ct, 3 = 7.2 Hz)][3H]; 1 J C NMR CCDCI, , 100 
MHz) $ 141.3, 141.2, 137.4, 136.8, 132.8, 132.7, 132.6, 132.2, 129.4, 1 
26.8, 125.8, 125.3, 125.0, 118.1, 118.0, 112.2, 110.4, 32.8, 31.6, 31.1, 

28.4, 22.2, 13.9, 13.8; IR (y j ;va) M.,* 2957 , 2928 , 2858 , 2224, 164 
7, 1596, 1478, 1466, 1448 , 966 , 759 otr 1 ; FABHRMS CNBA-Nal) m/z 186.12 
85 CC^H^N + h* 186.1283). 

[ 0 0 5 2] 

Oi-r^^y CO. 9394 g, 5.1 mmol, 1 ^a) <DM?k V *i > CIO mL) Y§?j££ 
, N 2 t> 0 tT, DIBAL OM, 5.6 mL, 5.6 irmol , 1.1 ^m^mMLtz 0 KJCS 

u&ynzsftmwtWL, nh 4 ci ceo mDo^itM^^^^ijDL^o m&m* 25 
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t -c is #ra«#u &nm* EtoAc o x 60 mL)-e^mL^ 0 ^&m*i&m 

(Na 2 S0 4 )u %»U MUTt-ftiU:, *B.£)&^£ ? n ^ h if v 7 <f - (SiO, , 
4 x 20 on, 0-4% EtOAc/^^-9- > % £jgev§8|) KttU CHO-t;^^ C0.86 g, 
9190 ^^^^fft C E/Z Ht£fcoift#|&)fc LTi^o 1H ^ CCDC1, , 400 MH 
z) 5- [10.26 + 10.22] [s, 3JH], [7.87 (dd, 3 = 7.8, 1.4 Hz) + 7.77 (dt, ] 
= 7.6, 0.9 Hz)][lH], 7.54 - 7.23 (m, 3H), [7.15 (dt, 3 = 15.6, 1.5 Hz) + 
6.77 Cd, 3 = 11.5 Hz)][lH], [6.13 (dt, J = 15.6, 6.9 Hz) + 5.90 (dt, 3 
= 11.5, 7.5 Hz)][lH], [2.26 (qd, 3 = 7.5, 1.5 Hz) + 2.03 (qd, 3 = 7.3, 
1.6 Hz)][2H], 1.50 - 1.18 (m, 4H), [0.91 (t, 3 = 7.3 Hz) + 0.79 (t, J = 
7.3 Hz)][3H]; X3 CI*R (CDC,, 100 MHz) $ 192.4, 141.0, 137.5, 136.2, 1 
33.6, 133.5, 132.5, 130.5, 130.4, 128.4, 127.4, 127.1, 126.9, 125.6, 125 
.1, 33.0, 31.4, 31.2, 28.1, 22.21, 22.16, 13.9, 13.8; IR (7 ^ 
„ 2957, 2928, 2871, 1695, 1597, 1566, 1480, 1466, 1451, 1389, 1289, 1196 
, 968 , 762 air 1 ; FABHRMS (NBA-Nal) m/z 189.1280 (CuK^O + H* g-fcfjl 1 
89.1279). 

5— yu^-^y ? y -;v (0.9889 g, 5.9 rnnol, 1 ^*) <7>$t7fcCH Cl 2 (20 mL 
) £F?ft** NjT, 25 "CT\ Mfc E M C1.0 mL, 7.2 nrnol , 1.2 i^g), TBDPSC 
1 (1.7 mL, 6.5 rnnol, 1.1 ^i^O* DMAP (0.23 g, 1.9 ttmol, 0.3 ^M^*Sk 

m.Lti 0 Kmm^m^nmnmL. mm nh 4 ci *i«cioo mL) zmuLtio 
7mmz EtoAc (3 x 100 mD -eiamu ^mm^m CNa 2 so 4 ) U z&l, 

iEETfSil^o «4tt^^D7F^57^ CSi0 2 , 5 x 20 cm, 0-20% E 
£jS2i#g£) fc# L. TBDPSOH (2.35 g, 98%) *mW%ttitLX 
#£0 " H mR CCDC1, , 400 MHz) $ 7.66 - 7.60 (m, 4H) , 7.44 - 7.33 (m, 6 
H), 3.64 (t, 2H, 3 = 6.1 Hz), 3.37 (t, 2H, 3 = 6.9 Hz), 1.82 (p, 2H, 3 = 
7.3 Hz), 1.59 - 1.45 (m, 4H), 1.03 (s, 9H); 13 C MUR (CDC1, , 100 MHz) 
§ 135.6, 329.6, 127.6, 127.5, 63.5, 33.9, 32.5, 31.6, 26.8, 24.5, 19.2; 

IR Cy j jva) ax 3069 , 2930, 2856 , 2359, 1470, 1427, 1389, 1106, 822 
, 738, 700 cnr 1 ; FABHRMS (NBA-CsI) m/z 537.0235 (C^H^OSiBr + Cs* g 
jfcfc 537.0225). 
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[0 0 5 3] 

TBDPSOHC2.35 g, 5.8 mmo"l, 1 ^ft) Ph3P C1.67 g, 6.4 mrnol, 1.1 ^ 

g) oteTR <HCN C6 rnL) N,T, 22 fflHL/: 0 BOS^^*^ 

ffT-CSM U ffi.*kn**u^ b ?y y 4 - CSi0 2 , 5 x 20 cm, 20% EtOAc/ 
^4r-9-> - 50% iPrOH/EtOAc, £jg2y§8t) K# U TBDPS* * * - ^ a & (2.82 

g, 73%) ^fi^7*-Ai:LT#fc, 1 H NMR (CDC1 3 , 400 MHz) £ 7.84- 
7.72 (m, 9H), 7.67 - 7.62 (m, 6H), 7.58 - 7.55 Cm, 4H), 7.38 - 7.29 Cm, 
6H), 3.84 (m, 2H), 3.57 Ct, 2H, J = 6.3 Hz), 1.75 - 1.51 Cm, 6H), 0.95 C 
s, 9H); 13 C NMR CCDCI, , 100 MHz) $ 135.4 C4) , 134.9 C3, d, J = 3 Hz), 
133.8 C2), 133.7 C6, d, J = 10 Hz), 130.4 C6, d, J = 13 Hz), 129.5 C2), 
127.6 C4), 118.3 C3, d, J = 85 Hz), 63.4, 31.9, 26.8 (3), 25.3, 23.0, 22 
.4 Cd, 3 = 3 Hz), 19.1; IR Cy 4 M.., 3394, 2928 , 2856, 2359, 1438 

, 1111, 996, 743 , 703 , 689 air 1 ; ESI CM - Br*) 587. 
TBDPS*;**- ^Al C2.5783 g, 3.9 mrnol , 1.1 ^g) c^&e^ THF C25 mL) 

Y§?££, N*T\ "78 "CT, h-BuLi C2.0M, 3.5 mL, 7.0 rrniol , 2 ig4)-e#L 

?fr£PL^ CH0-7';i / ^> CO. 66 g, 3.5 mrnol, 1 y$g) <7>$&;tfcTHF CIO mO^flg-e 

^l^o ^x-Kmm&mz 25 <c \zmz>, ib#m*&#u mnh,ci 

tf£C60 mL )^^iDL^o £ EtOAc C3 x 60 mL)-r-«ltfJU ^TM^^CNa, 

S0,)L> fciiU ^ffiTT'ftHlLTto M^«r^D7h^77^- CSi0 2 , 3 
x 20 an, 0-20% EtOAc/X ^ >- , ^SB^SDL^ T > - T Kir > CO. 57 g, 
33%) £^0j§&?fc C E/Z Lt#/Co *H NMR CCDC1 3 , 400 IWz 

) J 7.67 - 7.57 Cm, 4H), 7.45 - 7.33 Cm, 7H), 7.24 - 7.09 Cm, 3H), 6.63 
- 6.35 Cm, 2H), 6.14 - 5.61 Cm, 2H), 3.70 - 3.58 Cm, 2H), 2.21 - 2.06 C 
m, 4H), 1.64 - 1.23 Cm, 8H), 1.04 - 1.01 Cm, 9H), 0.94 - 0.80 Cm, 3H); 
1J C MVR CCDCI,, 100 Wz) § 136.6, 136.5, 135.5, 134.1, 133.2, 133.0, 13 
2.8, 129.5, 129.1, 129.0, 128.0, 127.8, 127.6, 126.8, 126.2, 125.3, 63.7 
, 33.0, 32.2, 32.1, 32.0, 28.19, 28.15, 26.8, 26.0, 25.9, 25.7, 22.3, 19 
.2, 13.9; IR C^-f^A) M, ax 2929 , 2857, 1473, 1428, 1111, 823 , 740 , 70 
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I cnr 1 ; FABHRMS CNBA-CsI) m/z 629.2226 (C, 4 H 44 OSi + Cs* g^^fit 629.221 

y CO. 4311 g, 0.87 mmol, 1 £ 10% Pd/C (0.33 g) 

t Ar-F-e^-S-fr-Sfco 4fi7R EtOH C8 mL) £$&bDU *H**Hi 8 K^-^ L*: 
o 25 r T 24 mM%LW\.tzo IMSr-ky^ hS-ILT^IL, 

T;V#> C347.3 mg, 80%) £jt§g£ft& t t Tfifco * H CCDCl,, 400 MHz) 
<j 7.84 - 7.78 Cm, 4H), 7.56 - 7.44 Cm, 6H), 7.27 - 7.21 Cm, 4H), 3.80 C 
t, 2H, 1 = 6.5 Hz), 2.73 ftd, 4H, 3 = 7.9, 2.4 Hz), 1.70 Cm, 6H), 1.58 - 

1.42 Cm, 10H), 1.19 Cs, 9H), 1.02 Ct, 3H, 1 = 7.0 Hz); 15 C NMR CCDCl,, 

100 MHz) $ 140.5, 140.4, 135.6, 134.1, 129.5, 129.1, 127.6, 125.7, 63. 
9, 32.7, 32.6, 32.5, 31.7, 31.3, 29.50, 29.46, 26.9, 25.7, 22.6, 19.2, 1 
4.1; IR C74 M., x 3070 , 2928 , 2856, 1956, 1888, 1B23, 1589, 1471, 

1427, 1389, 1361, 1188, 1111, 1007, 939, 910, 823, 740, 701, 614 cnr 1 ; 

FABHRMS CNBA-CsI) m/z 633.2525 CQ^.OSi + Cs* g^^it 633.2529). 
[0 0 5 4] 

T;W#>C325.7 mg, 0.65 mmol, 1 ^§) (^te^THF C6 mL)^^, N 2 7\ T 
BAF CTHF4.601M, 1.3 mL, 1.3 rimol , 2 ^*) t&Il, 25 «C 1-5 
mWLtZo 7ft C30mL) &m\\L, TkttS EtOAc C3 x 30 mL)-e#imL*:o 

- CSiO, , 2.5 x 15 cm, 10-33% EtOAcAv ^ "9" > . £jg2/§8ft)U T;vn-)vC14 
2.7 mg, 84%) ^^^^t LT#7t 0 * H CCDCl, , 400 MHz) £ 7.18 - 7. 

II Cm, 4H), 3.64 Ct, 2H, 1 = 6.6 Hz), 2.66 - 2.61 Cm, 4H), 1.64 - 1.57 C 
m, 6H), 1.45 - 1.32 Cm, 10H), 0.94 Ct, 3H, 1 = 6.9 Hz); "C hWR CCDCl,, 

100 MHz) $ 140.4, 140.2, 129.02, 128.98, 125.7, 125.6, 62.7, 32.6 C2), 
32.5, 31.7, 31.22, 31.20, 29.5, 29.4, 25.6, 22.6, 14.0; IR C?-f JVA) 

H,, x 3340, 2928, 2856, 1489, 1463, 1055, 750 cnr 1 ; FABHRMS CNBA-Nal) m/ 

z 262.2308 CQ.HjoO + .*5?*« 262.2297). 

T^n-;v C128.9 mg, 0.49 nrnol , 1 ^a) wjstfc CMF CI mL) y£$£, N 2 

f, 25 *CT\ PDC C0.91 g, 2.4 mtnol , 5 ^4) 8 pfrHJ&SLfco * 00 m 

L) £S£JDU *1ftJB£ Et0Ac C3x 30 mD-e&ttJLfco ^a^^^CNa, S0 4 ) 
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u ?>i&u ^mr-^m^Lito m.&®.®*?w hr^yj - csio 2 ,2.5x 

15 cm, 20 - 50% EtOAcAx * -9- y „ £jSSi§&£)K# (88.1 mg, 65%) £^ 

l^ftfSt LTf^Co 1H ^ CCDCIj , 400 MHz) $ 7.16 - 7.10 Cm, 4H), 2.61 
Cq, 4H, 3 = 7.2 Hz), 2.37 (t, 2H, 3 = 7.5 Hz), 1.70 (p, 2H, 3 = 7.7 Hz), 

1.59 C-fcS^, 4H, J = 7.7 Hz), 1.48 - 1.30 Cm, 8H), 0.90 Ct, 3H, 3 = 7. 
0 Hz); 1J CNMR CCDCl, , 100 MHz) $ 180.3, 140.5, 140.0, 129.1, 129.0, 1 
25.8, 125.7, 34.0, 32.7, 32.4, 31.7, 31.3, 30.9, 29.4, 29.1, 24.6, 22.6, 

14.0; IR (y j ;pa) M,,, 2928, 2858 , 2359, 1709, 1489, 1462, 1412, 128 
7, 1242 , 941, 751 oir 1 ; FABHRMS CNBA-Nal) m/z 299.1976 CQ.H 28 0 2 + Na* 

^^fj| 299.1987). 

&C62.3 mg, 0.23 rnnol, 1 ^*) <ofafc <^ Q C1.2 mL) t^y^ 
0 "C T\ >) )\> CCH 2 CI 2 t£(7)2M, 0.34 mL, 0.68 nmol, 3 ^M^X^m. 

Ltco Kj&u&m* 25 -c urn®, 3^ws#l. mmzifcj£T-?m£Ltzo n 

SMt K^iflU &)m<Dmm (5 mD-e&JlLTto 7X C30 mL) 

*t£/i£ EtOAc C3 x 30 mL)-e«ait^o CNa 2 SO<) U £ 

fiU METT'SiL^o f^77 ^ -CSiO, , 2.5 x 15 cm, 

33-66% Et0AcAs^>^ £jSBy£S£) KtfU 6 C36.9 mg, 59%) 
LT^Tto »A. 58 - 59 t:; 1 H MWR CCDC1, , 400 MHz) s 7.14 - 7.08 Cm, 
4H), 5.91 Cbr, 1 H), 5.49 Cbr, l H), 2.58 Cq, 4H, J = 6.4 Hz), 2.20 Ct, 2H 
, 3 = 7.6 Hz), 1.66 Chextet, 2H, 3 = 7.7 Hz), 1.55 Chex, 4H, 3 = 8.4 Hz) 
, 1.45 - 1.28 Cm, 8H), 0.88 Ct, 3H, 3 = 6.8 Hz); l, C NMR CCDCi, , 100 MH 
z) $ 175.7, 140.5, 140.0, 129.1, 129.0, 125.8, 125.7, 35.8, 32.6, 32.4, 
31.7 , 31.2 , 30.9 , 29.4 , 29.2 , 25.4, 22.6, 14.1; IR (7 4 ;va) 336 
6, 3195, 2925, 2855, 1664, 1629, 1491, 1465, 1412, 750 orr 1 ; FABHRMS CN 
BA-Nal) m/z 276.2329 CQ „ H 2 , ON + H 4 276.2327). 

[0 0 5 5] 

-miWlb&&mtt Aldrich, Acrosxfi Signa X^BXLtCo Fife@#:o §& 
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£ 95-96 <c; *H NMR (CDC\ , 400 MHz) $ 7.06 (s, 4H), 5.58 (br, 1H), 5. 
40 (br, 1H), 2.54 Ct, 4H, 3 = 7.8 Hz), 2.18 Ct, 2H, 3 = 7.6 Hz) , 1.57 On 
, 6H), 1.35 - 1.25 Cm, 12H), 0.86 (t, 3H, 3 = 6.9 Hz); 1} C NMR CCDCI 3 , 
100 MHz) $ 175.6, 140.2, 139.7, 128.22 C2), 128.19 (2), 35.9, 35.5, 35. 
4, 31.8, 31.6, 31.3, 29.3, 29.2, 29.0, 28.9, 25.4, 22.7, 14.1; IR (y 4 
;UA) M.,x 3388, 3187, 2923, 2851, 1645, 1514, 1463, 1416, 1121, 810 orr 
»; FABHRMS (NBA-Nal) m/z 304.2651 CQoHjjON + H* ^^fjt 304.2640). 

X<7)ia^Umii Aldrich, Acrosxti Sigma X*)mXLtc 0 fi-feStto 87 
-88 «C; 1 H NMR CCDC1, , 400 MHz) $ 7.16 (t, 1H, 3 = 7.7 Hz), 6.96 Ct, 3 
H, J = 6.6 Hz), 5.66 Cbr, 1H) , 5.42 Cbr, 1H), 2.55 Ct, 4H, 3 = 7.8 Hz), 
2.19 Ct, 2H, 3 = 6.0 Hz), 1.60 C-t]gM> 6H, 3 = 8.0 Hz), 1.37 - 1.28 Cm, 

10H), 0.86 Ct, 3H, 3 = 6.9 Hz); 1S C NMR CCDCI 3 , 100 MHz) $ 175.8, 142 
.8, 142.5, 128.5, 128.0, 125.6, 125.5, 35.92, 35.85, 35.81, 31.7, 31.5, 
31.3 29.02 C2), 29.00, 25.3, 22.5, 14.1; IR (y 4 ;va) M..* 3352, 3191, 

2925, 2854, 1660, 1630, 1466, 1409, 1341, 1311, 1253, 1202, 1138, 896, 
777 , 702 arr *; FABHRMS (NBA-Nal) m/z 312.2312 CQ , H, x ON + Na + g^tfji 3 
12.2303). 

[0 0 5 6] 

ni8ic^-rcHccH 3 ) mmib%.vtm2iK7*-rx*- a 

LDAo«f»*7&*, MztCv-f V7*ae*7? y C0.47 rrL, 3.35 mmol, 2.2 ^ 
*) n-BuLi C^^r-^>'cj3<7)2.2M, 1.4 mL, 3.1 rmwl, 2 ^4) ffl^ 

7HF C6 mL)^ s -78 <c T\ Ar T"C£Sii Lfc 0 * W >®M C 0.4556 g, 1 
.54 rnnol, 1 ^4) <t> THF CI mL) -78 CTtiTLfc, iijjD^m# 50 

Mel C0.96mL, 15.4 mmol, 10 ^*) fcj&jjpU 25 *C K 

12 I^Ma^LTko NH « a C30mL) £0* * \, y -?&$&|cttftl L 

> TKISkJB* EtOAc C3 x 30nL)-e«imLfco ^Sfc^CNa, S0 4 ) t % ftiftU 
*JBET-C»«lLfco ffi£j*fl&** n-7 h^??^ - CSiQ, , 2 x 15 cm, 0 - 5% 
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EtOAc/X^^ 6jE*at> KttU a-Me-Ji^x^ CO. 4276 g, 90%) ^jg^ 
fcfllfc Ltffco 1H W R CCDCI, , 500 MHz) $ 5.33 - 5.30 Cm, 2H), 3.64 Cs 
, 3H), 2.40 Cs, 1H, 3 = 7.0 Hz), 2.00 - 1.96 Cm, 4H), 1.64 - 1.60 Cm, l H 
), 1.39 - 1.24 Cm, 21H), 1.11 Cd, 3H, 3 = 7.0 Hz), 0.85 Ct, 3H, 3 = 6.8 
Hz); 13 C hWR CCDCI j , 125 MHz) $ 177 A, 130.0, 129.7 , 51.4 , 39.4, 33.8, 

31.9, 29.8, 29.7, 29.5, 29.4, 29.3, 29.1, 27.2, 27.1, 22.7, 17.0, 14.1; 
IR Cy j ;VA) LUx 2925, 2854, 1741, 1462, 1195, 1157, 723 atr 1 ; FABH 
RMS CNBA-CsI) m/z 443.1938 CQoH,,^ + Cs* gj£-fi£ 443.1926). 

a -Me-ji*7-;v C150.5 mg, 0.48 rrmol , 1 ^*) <n THF/MEOH/^ 0 C3:l:l; 5 

mL) m%L&, Li0H C 67 - 1 "S. 1 - 6 rtTnol > 3 - 3 =i«) -efclL, 25 «C "Cl5 
B#Rm#Lfco Li0H C66.1mg, 1.58 rrniol , 3.3 ^») <7>^2<7)*|5^^^1ip t , 
Rj&»*Mfc7|$M;«#Lfco HCI C1N, 30 mL) fcJfcjjnU * EtOAc 

C3 x 30 mD-e^ffiL/bo CNa.SOOL, £iiU MBET"C"^B b 

£ e D7h^57-f- CSiO, , 2 x 15 cm, 5-20% EtCAc/X^ > 

, ^K*») K#U a-Me-^ (111.6- nig, 78%) fcjgl^fcfa LT#fc 0 l H N 
MR CCDCI, , 400 MHz) $ 5.37 - 5.29 Cm, 2H), 2.43 Cs, 1H, 3 = 6.9 Hz), 1. 
99 (m, 4H), 1.66 Cp, 1H, 3 = 7.2 Hz), 1.43 - 1.25 Cm, 21H) , 1.15 (d, 3H, 

3 = 7.0 Hz), 0.86 Ct, 3H, J = 6.8 Hz); l3 C NMR CCDCI, , 125 MHz) $ 183 
.5, 130.0, 129.7, 39.4, 33.5, 31.9, 29.8, 29.7, 29.5, 29.4, 29.3, 29.1, 
27.2 , 27.14, 27.10, 22.7, 16.8, 14.1; IR (y 4 ,i,a) 2925, 2854, 17 

08, 1466, 1291, 1239, 941, 723 cnr 1 ; FABHRMS CNBA-Nal) m/z 297.2797 CC 
isHjsOj + H* 297.2794). 
[0 0 5 7] 

a-Me-m C94.4 mg, 0.32 mmol , 1 ^4) <o®kfo CHj Cl 2 Cl-6 mL) 
N?T. 0 *CT\ Z-Wfr CCH J C1 2 4 I< ^2M, 0.48 mL, 0.96 muol, 3^*) 

tio nm* 0 v £j&*pu mm*<omm n h,oh ci nD-ri&mLtzo * C30 m 

) *«iHU 7jct£^£ EtOAc C3 x 30 mD-eftm Lfc<, CNa, S0 4 ) 

U %iU «JET-C*»Lfc. fi±***^a«Th^9 7-f- CSi0 2 , 2 x 5 
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an, 33 - 50% EtOAcAs^^ £tt U CH(CH, ) C70.3 mg, 75%) 

*&&mfck LT#fc, 18ft& 43-44 <c; 1 H NMR (CDC1, , 400 MHz) $ 6.20 Cb 
r, UH), 5.59 (br, 1H), 5.33 - 5.24 (m, 2H), 2.20 (s, 1H, J = 6.8 Hz), 1. 
98 - 1.93 (m, 4H), 1.61 - 1.54 (m, 1H), 1.36 - 1.22 (m, 21H), 1.10 (d, 3 

H, J = 6.9 Hz), 0.83 (t, 3H, J = 6.9 Hz); 1J C f*R (CDC1, , 100 MHz) $ 1 
79.7, 129.9, 129.7, 40.8, 34.2, 31.8, 29.7, 29.6, 29.5, 29.2, 29.1, 27.3 
, 27.13 , 27.08 , 22.6, 17.7, 14.0; IR (y 4 jva) M,.„ 3360, 3186, 2922, 
2852, 1654, 1628, 1466, 1414, 1376, 1140 , 722 , 697 air 1 ; FABHRMS (NBA) 
m/z 296.2959 (Q 9 H, 7 N0 + H* l^fg 296.2953). 

n8jc^i-cccH,) 2 mmfc&tfmm-Tfi-tx*-^ 

UMwffinmm*. fe)t->M v -/a \£)\>T 5 y (0.20 mL, 1.4nmo1, 2.2 ^4 
) J$lZJF n-BuLi C^^r-9->'tt'(??2.2M, 0.6 mL, 1.3 mmo"l, 2 ^*) totfo TH 

F (2.6 mQcK -78 «C T\ Anr-CKJ& L «-Me-ai^x;u (0.2024 g, 0.65 

nrnol, 1 ^g) <7)-mF (0.4 mQfcffcfc -78 Tj-CTTFLfco 50 L 

>tm> Mel (0.41 mL, 6.6mmo1, 10 ^*) fcjgfluu J5£M^t>£25 T? fc« 
a6> 17 B#raSfc#Lfc 0 fitfDTM* NH 4 C1 (30 mL) £«JnU tMS-JB* EtQAc (3 

x 30 ni)-e«imL^, *«»*£»(N%S0 4 )l, %SU «BET-e*l6 L 0 
ffl.*kj&%l*? nvf^77^- CSi0 2 , 2 x 8 cm, 0 - 5% EtOAcA^-tf- > > 

KffrU « .a-^Me-jc^xJV- (170.9 mg, 81%) t LT#fc 0 

X H NMR (CDCI, , 400 MHz) $ 5.34 - 5.25 (m, 2H), 3.61 (s, 3H), 1.99 - 1. 
94 (m, 4H), 1.48 - 1.44 (m, 2H), 1.27 - 1.23 (m, 20H), 1.11 (s, 6H), 0.8 
4 (t, 3H, J = 6.8 Hz); 13 C NMR (CDC1, , 100 MHz) $ 178.5, 129.9, 129.7, 

51.5, 42.2, 40.8, 31.9, 30.0, 29.7, 29.6, 29.5, 29.3, 29.1, 27.14, 27.1 

I, 25.1, 24.9, 22.6, 14.0; IR (7^ jva) M, ax 2926, 2854, 1736, 1464, 1 
192, 1152 air 1 ; FABHRMS (NBA-Nal) m/z 325.3101 (QxH^Q, + H* 3 
25.3107). 

[0 0 5 8] 

a . a~; ytoz-JL^r)^ (157.6 mg, 0.49 rmiol , 1 ^g) a) 7HF/ME0H/H 2 0 (3:1 
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:1; 5 mL) fejfe$: s LiOH (408.5 mg, 9.74 nrnol , 20 j^i) -C&kg? L> 25 V 
-C 19 B*IW«#Lfco *2fl5»^oL10H C408.7 mg, 9.74ntnol, 20 ^ft) £^ 
jjUL. R/6S^»S-M»- 26 «fM«^b^o m*V>&frV> Li0H C392.0 mg, 9.34 m 
mol, 19 SrJgflD U El6**25t;-c 47 u#w % 70 < CT-23| J f W gy$ L£ 0 

Tlctt HC1 ON, 30 mL) fc&floU *14JB£ EtOAc C3 x 30 mD-^Jftttl Lfco & 
%km*&®i CNa 2 S0«)u ajftU «JET^^ Lfco n-r h ^9 

■7 A ~ (SiO, , 2 x 8 an, 5 - 50% EtOAcAx ^ -9- y , 4gffii§«|) ^:#L^ a . « - 
->'Me-® C123.4 mg, 82%) £&IJ8fcJfli LT#fc 0 " H mR CCDC1, . 400 MHz) 
$ 5.37 - 5.28 (m, 2H), 2.00 - 1.97 Cm, 4H), 1.53 - 1.49 Cm, 2H), 1.32 - 

1.25 Cm, 20H), 1.17 Cs, 6H), 0.86 Ct, 3H, 1 = 6.8 Hz); 1J C NMR CCDC1, , 

100 MHz) § 185.3, 130.0, 129.8, 42.1, 40.5, 31.9, 30.0, 29.8, 29.7, 29 
.5, 29.3, 29.1, 27.20, 27.16, 24.9, 24.8, 22.7, 14.1; IR Cy j ;ua) ^ a 
x 2925, 2854, 1701, 1467, 1277, 1200, 938 air 1 ; FABHRMS CNBA-Nal) m/z 
333.2778 CQqHj.Q, + Na* g^fjt 333.2770). 

a , «— >*Me-# C101.5 mg, 0.33 mmol, 1 ^s) ayfefc 0-.6 mL) 

m*. "*T, 0 r T> *-fk**-9-»J A/ ( CH 2 a lt tK7>2M, 0.49 mL, 0.98 mmol 
, 3 ^D-c^yiLfc. Rfcfi£-** 25 «c KBgifc. 3^fH«l^b, $&*ttEE 
TfliL^o 0 *G KJ$£PU &mmv>Wkffi NFiOH (1 mL)-eMlL^ 

0 * C30 mL) fcflHflU 7ft14/f£ EtOAc C3 x 30 mL)-cjftaj Lfco «Jf 

( Na 2 S °4)L> %IL, «ETtiiLfc, tMt^D7h^5 7*- CS 
i0 2 , 2 x 5 cm, 33 - 50% EtOAc/V\ * > % £j@Bv§8£) left U CCCH, )* C90.5 

mg, 89%) £F3fe@#t LT#fc 0 61j62 -p ; 1 H NMR CCDC1, , 400 MHz) 

S 6.10 Cbr, 1H), 5.61 Cbr, 1H), 5.34 - 5.26 Cm, 2H), 1.97 - 1.94 Cm, 4H 
), 1.47 - 1.42 Cm, 2H), 1.30 - 1.23 Cm, 20H), 1.13 Cs, 6H) , 0.84 Ct, 3H, 

3 = 6.8 Hz); 13 C NMR CCDC1, , 100 MHz) § 181.0, 129.9, 129.7, 41.9, 41 
.3, 31.8, 30.0, 29.70, 29.67, 29.5, 29.3, 29.1, 27.2, 27.1, 25.4, 24.7, 
22.7, 14.1; IR'C7-f^A) -max 3396, 3213, 3002, 2923, 2851, 1650, 162 
0, 1466, 1401, 1364, 1109 cnr 1 ; FABHRMS CNBA-CsI) m/z 310.3115 CQoHj, 
NO + H* 310.3110). 
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[0 0 5 9] 
Aldrichj: V) TfrMSftT^So 
Aldrichj; 19 TfrMS flX^ Z>o 

CHCSAc) (72.3 mg, 0.20 nmo~l, 1 ^feTk. (4 mL) N 2 y 

, -78 t)T, DIBAL ( Mu.x > cp^lM, 0.61 mL, 0.61 fTmol , 3 ^g)T?$L3|l U 

RESil-^** 1-5 B*H«#U m 2 <Dffifr<V DIBAL ChJUJO+lM. 0.61m 
L, 0.61 rrmoT, 3 ^fi) fcfc&iDLfco 30 53^ £JtS»* 25 *C MeOH 
C2 mL) fct^kte HCI (5%, 30 mL) fcayjpLfco RlSfi-frft* 15 #W»#Lfc 
o *14JB* CH,CT 2 C3x JOiDtttlUU, »Jf£l£4g! CNa,S0«) U £i!L 
„ ^BET-e«L7to I4tt^07h^77^- CSiO, , 1 x 8 cm, 20 - 5 
0% EtOAc//\^-y-> % £jjKY§8|) K#L> CHCSH) (31.5 mg, 49%) £^&?£p£ 
LT#7^o *H (CDCI, , 400 MHz) 5 6.22 (br, 1H), 5.46 (br, 1H), 5.37 
- 5.28 (m, 2H), 3.28 (q, 1H, 3 = 6.5 Hz), 2.00 - 1.91 (m, 4H) , 1.74 - 1 
.64 Cm, 1H), 1.29 - 1.24 (m, 21H), 0.86 (t, 3H, 3 = 6.8 Hz); 1J C NMR (C 
DCI, , 100 MHz) £ 175.0, 130.1, 129.7, 43.0, 35.5, 32.0, 29.8, 29.6, 29. 
5, 29.3, 29.0, 27.2, 27.1, 22.7, 14.1; IR (74 jva) M,,* 3363, 3186, 2 
923 , 2853 , 2362, 1662, 1458 cnr 1 ; FABHRMS (NBA-Nal) m/z 336.2341 (Q,H 
35 ONS + Na* g^ffi 336.2337). 
[0 0 6 0] 

ZFmttKTji-r * * - A K^-f CH(SAc)j£jg#: 
Ph,P (182.2 mg, 0.69 mmol, 2 ^a) <Df&& THF (3.5 mL) v§^j£-, N 2 ~f 
% 0 <c T. DEAD (110 ^L, 0.70 mmol, 2 ^g) U 30 #ffl*£#L 

£0 C 50 L, 0.70 mmol, 2 £«) fc^JpU 2-t Kn + 

->-9Z-^-^ = j.* (CH(0H); 103.0 mg, 0.35 nrool, 1 ij^g) cr, THF (2.2 

nMmmZmtlLfZo KJ6»-fr»* 0 *C -C 2 BfHi&ftU MtM£ NaHCOj ( 
30 mD^^pt^o EtOAc (3 x 30 mL)-c^{U L fc 0 #ttftfttt CNa 
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iStUU *SU *JET-C«*SL^o ®.£.f&®)*? a-* h^57^- (Si0 2 , 2 
x 10 an, 10 - 50% EtOAc/V\ * y , £j@ev§pf|) H# U CH(SAc) (96.7 mg, 
79%) ^jgl^ftfai; LT#7t 0 1H NM R CCDC1,, 400 MHz) £ 6.12 (br, 1H), 5. 
63 (br, 1H), 5.35 - 5.26 (m, 2H), 3.91 (t, 1H, 3 = 7.6 Hz), 2.35 (s, 3H) 
, 2.02 - 1.90 (m, 5H), 1.67 - 1.58 (m, 1H), 1.42 - 1.24 (m, 20H), 0.85 ( 
t, 3H, J = 6.9 Hz); 13 C NVIR (CDCI, , 100 MHz) $ 196.6, 173.4, 130.0, 12 
9.6, 45.6, 31.9, 30.3, 29.9, 29.7, 29.6, 29.5, 29.3, 29.1, 29.0, 27.2, 2 
7.1, 22.7, 14.1; IR ( 7 ^;va) IW 3448, 3352 , 3186, 2923 , 2853, 1682, 
1457, 1396, 1353, 1259, 1116, 954 air 1 ; FABHRMS (NBA-Nal) m/z 378.243 
3 (QoH^NS + Na* 378.2443). 
H8^^i-CH(0H)|§^#: 

(3 ACS, 1996, 118 , 5938-5945) iz L £^§£i£ Ltz 0 

QACS, 1996, 118 , 5938-5945)1- Lfca^ftit Lfco 
H8^^-rC(=0)|f^#: 

QACS, 1996, 118 , 5938-5945)»;tfc^aiiUfc 0 
|38^^^-C(=0)CH 2 ggafft 
gE$R OACS, 1996, 118 , 5938-5945)^ Lfc*«l^R* Lfco 
[0 0 6 1] 

^fc^-f-l-^a -t-10Z-y -^-k >-2-^- > 
1— >* T V-10Z-y ^- 7--fe > -2-^- y (15, 92 mg, 0.30 mmol, 1 

Lfc*«V>»Ji) HBr (1.5 mL)-e»L^Et0Ac^-e^L3gL^o £ 

25 t; -e25 frm%tWLtc 0 mm* N * mk j: 3m&j»£ 

^n7f^?7^- (Si0 2 , 2 ^ 8 an, 0-5% EtOAc-^^ ^SjffifgaP fc# L 
, 41 (99 mg, 92%) ^jgBJ £ LtHtc 1 H NMR (CDCI,, 400 MHz) § 5.3 
7-5.28 (m, 2H), 3.86 (s, 2H), 2.62 (t, 2H, 1 = 7.4 Hz), 2.02-1.96 (m, 4H 
), 1.59 (m, 2H), 1.28-1.24 (m, 20H), 0.86 (t, 3H, 3 = 6.9 Hz); 13 C WIR 
(CDCI j , 100 MHz) $ 202.0, 130.0, 129.7, 39.8, 34.3, 31.9, 29.7, 29.6, 2 
9.5, 29.3(2), 29.2, 29.04, 28.99, 27.2, 27.1, 23.8, 22.7, 14.1; IR (y 
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^VA) rroax 2924 , 2853, 1718, 1560, 1262, 1103, 1026 air 1 ; FABHRMS (NB 
A-Nal) m/z 381.1760 (^,1^,61-0 + Na* 381.1769). 
E3^^t-9Z-Kn-fe>' (Docosen) - jv 

^n^yty-j^fti 0TBDPSC1, 1.1 Et3N, 1.2 DMAP, 0.3 

25 «c, 2.5 t$|tf|) t> PPh s C1.3 CH,CN, 85 «c , 12 ($«) -?$k 

3gL. (285 mg, 0.42 irmol , 1 ^s) ^Lt„ £*-l£Ar f 

, -78 "CT> *S7KTHF (2.6 mD^^L/to W&Z, 7STL*:KHMDS (h;i^> 
tj.0.5 M, 0.85 mL, 0.43 irmol, 1 ^g) -C^IL> -78 "CC^O^MSii^ L> h 
•J 7^*^-^(100 mL, 0.42 mmol, 1 ^») ^^ijpL^o RtBft* 25 *C fc« 
1 ^Mt^L, (30 mL) Sr^JjnLfco tM&B* EtOAc (3 

-30 mL)-caaiL^o fc&mm*1fcm (Na 2 S0 4 )u *«U MET 

-CiftJ&fi L o ffl4M*^nYF^77-f-i:#L/;, i»Se£jato (128 

mg, 0.23 mmol , 1 ^4) co~THF (2.2 mL) Bi^NF (THF^col M, 

0.46 mL, 0.46 trmol , 2 ^») f*IL, 25 t t 2.5 ^ffi^t^o * <3 
OmL) fcjsgjnu EtOAc (3 ~ 30 mL)-eftai Lfc c 

- CSiO, , 2 ~ 5 cm, 5-33% EtOAc-^^-if >-fcj@g^^|) KfaL, 72 (51 mg, 6 
990 £F3fe<9 7 4 b LT#£ 0 XH NM R COXH, , 400 IVHz) $ 5.36-5.29 (m 
, 2H), 3.62 (t, 2H, J = 6.6 Hz), 2.02-1.97 (m, 4H), 1.54 (m, 2H), 1.28-1 
.24 (m, 30H), 0.86 Ct, 3H, 3 = 6.8 Hz); 13 C NMR CCDCI, , 100 MHz) $ 129 
.9, 129.8, 63.1, 32.8, 31.9, 29.73 (2), 29.67 (2), 29.64 (3), 29.6, 29.5 
, 29.39, 29.35, 29.31, 29.2, 27.2, 25.7, 22.7, 14.1; IR (7 4 j^) rmax 
3328, 2923, 2852, 1457, 1055 or 1 ; FABHRMS (NBA-Nal) m/z 325.3475 (Q 
2 H 44 0 + H* 325.3470). 

[0 0 6 2] 

4-[(6R* ,1R*)-6-t'I.^->^;v-3-; u^**, )],-!- j h^->]^f K ( 

7*f ^TJ^K K (2.0 mL, 22.2 mmol, 3 ^a) & Cf fcf 'J V— -7 A P~h «/X 
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>X)ls*>m C191 mg, 0.76 Mnol, 0.1 ^fi) ^ 7l?85<75 dCR* )6CR* )-k Kn 
■f-fr-S-z/? n^-j|r -fc^-;wK1.07 g, 7.5 rrmol , 1 ^ft; Aldrich) ^te^ 
^>-fe*> (25 mDjgjfc^ N 2 #H^TT^iDL^o K*S» ^Dean-Stark }, ^ 
y ■y*ffli/>Tl.5p*Hin*fcL"CaaELfeo ft*D*tt NaHCO, (60 mL) £8§jjnU 
2jc1£^£ EtOAc (3 - 60 mL)-ctttB L^o *?2J* CNa 2 S0 4 ) 

U aiftU iET?iiL/co ffi^^tl^^ F^77-f- CSi0 2 ,3-1 

5 an, 0-10% EtOAo-^ * -fc y^m^m^KH L, 147 O-l 2 9. 76%) 
feLTftfcCft RfcOvTXxV*^-): *H WIR CCDCI, , 400 MHz) $ 5.59 (s 
, 2H), 4.70 Ct, 1H, 3 = 5.6 Hz), 3.78 (d, 3 = 6.2 Hz, 1H), 3.75 (d, 3 = 
6.1 Hz, 1H), 3.55 (d, J = 2.7 Hz, 1H), 3.52 Cd, J = 2.4 Hz, 1H), 2.15-2 
.02 Cm, 6H), 1.54-1.48 Cm, 2H), 1.34 Cm, 2H), 0.89 Ct, 3H, 3 = 7.3 Hz); 

13 C HAR CCDC1 3 , 100 MHz) $ 125. 2C2), 102.1, 68.4 C2) , 37.0 C2), 36.7, 
26.1 C2), 18.0, 13.9; IR Cy 4 } p a) ntnax 3024, 2959, 2931, 2873, 1732, 
1462, 1378, 1271, 1143 , 991, 825 orr 1 ; FABHRMS (±T-b 9 - ;V£Pftf£ (°P 
en U P) o #CV>-C, TftfEM C98 mg, 0.50 irmol, 1 ^4) cOftjjX CH.CI, C5 mL 
) iSiftfc* N, »H*t"r\ O^T. DIBAL C MV jc> if 1 M , 2.5 mL, 2 . 5 rrmol 
. 5 ^fi) -c 15 frpfl^SLfco 25 *Q, "C 3.5 ^h^a6/- 0 

0 «C KSifrSPU CH,0H C2 mL) fctf 1 N ^fctt HC1 C30 inlO*«JnLfc 
o 15 ^ % 7M*fe/f £ EtOAc C3 -30 nD-cjftffi bfc<> 

i0 2 , 2 - 8 on, 10-20% EtOAc— x + ^>£)@e}§S|) K# l_ 148 C86.7 mg, 88% 
) Tk&WKl&t LT#fc 0 1H ™R CCDC1,, 400 MHz) 3 5.60-5.54 Cm, 2H), 3 
.61-3.28 Cm, 7H), 2.16-1.92 Cm, 6H), 1.53 Cm, 2H), 1.34 Chex, 2H, 3=7. 

6 Hz), 0.88 Ct, 3H, 3 = 7.4 Hz); 13 C NMR CCDC1 3 , 100 MHz) $ 125.7, 125 
.3, 72.3, 71.2, 64.4, 38.2, 35.1, 31.5, 28.0, 26.2, 19.3, 13.8; IR Cy 
j jVA) nmax 3395, 3022, 2957, 2571, 1463, 1439, 1378, 1112 1037, 622 cm 
" l ; FABHRMS CNBA-Nal) m/z 199.1694 CQ,H,jQi + H* 199.1698). 
#:K> Htrfe-ft^-tK 9 ! mg, 0.46 rnrnol, 1 ^ft) coft£7K CMF C2.5 mL) N 
2 3£B^T\ 0 "C T\ N aH C39 mg, 0.99 irmol , 2 |i)t«L^ 0 
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£25 <c "C 15 ^-W^Ls ^cv^-e 0 ti:S^L/t:o 4-7n*rfn_ h >J 
;vC230 mL, 2.3 irniol , 5 ^g) U EJBS^ft* 90 t5 "C 24 Bfffl, 1 

40 <C -C 17 «fM*#L^o ?X C30 mL) U 7jol4®£ EtoAc C3 X 30 mL) 

-CffcfcbLfco CNa 2 S0,)t, fciftU MTtSi L 

7t 0 U±$uW>k? a -7 f^77-f - CSiOj , 2 ¥ 10 an, 2-20% EtOAc-^Hf y 
^Be-^St) K#U 149 C25 mg, 20%) *j£Kfcf|&i LT#;to 1 H NMR (CDC1, , 

400 MHz) £ 5.60 Cs, 2H), 3.52-3.25 Cm, 8H), 2.44 (t, 2H, 3 = 7.1 Hz), 

2.15-2.08 Cm, 4H), 1.91-1.84 Cm, 4H), 1.52 Cm, 2H), 1.35 Cm, 2H), 0.89 
Ct, 3H, 3 =7.4 Hz); 13 CNMR CCDC1, , 100 MHz) $ 125.7, 125.4, 119.6, 7 
2.0, 71.6, 70.9, 68.2, 34.7, 34.6, 31.8, 27.0, 26.8, 25.8, 19.4, 14.1, 1 
3.9; IR Cy j nmax 3020, 2930, 2866, 1726, 1463, 1438, 1377, 1113, 

662 air 1 ; FABHRMS CNBA-Nal) m/z 266.2125 CQ«H J7 N0 2 + H+ ^^-fiS 266. 
2120). |£K 150 C28 mg, 27%) £jgl38£rft t LT^SI Lfz a *H WIR CCDC1, , 40 
0 IVHz) $ 8.05 Cs, UH), 5.65-5.57 Cm, 2H), [4.22 #r/ 4.20][d, 1H, 3 = 
5.8 Hz], [4.10 Cd, 3 = 8.6 Hz) 4.08 Cd, 3 = 9.0 Hz)][lH], 3.43-3.28 

Cm, 4H), 2.27-2.09 Cm, 4H), 1.96-1.86 Cm, 2H), 1.52 Cm, 2H), 1.34 Cm, 
2H), 0.89 Ct, 3H, 3 = 7.3 Hz); 1J C NMR CCDCI, , 100 MHz) $ 161.2, 125.8 
, 124.9, 71.5, 71.0, 64.9, 34.5, 33.8, 31.8, 26.8, 26.5, 19.3, 13.9; IR 

C;7 ^ ;UA) nmax 3024, 2958 , 2928 , 2862, 1727, 1466, 1439, 1378, 1167, 1 
113 , 663 air 1 ; FABHRMS CNBA-Nal) m/z 227.1655 CQjH^O, + H* ^jfcfg 2 
27.1647). 

[0 0 6 3] 

mUit'tm C320 mg, 1.61 rrmol, 1 ^ft) oyfstfc ^ C8 «0 mi&&, N * 
#i^T, 0 *C T> NaH C 77 m 9. I- 93 mnol, 1.2 ^») 15 frfflttkmLtz 
0 151 C0.95 g, 2.31 mmol, 1.4 ^fi) <n OMF C3 mL) fefctmUL, Rjfcift 
25 «c -e 17 ftWMSbWLtzo Bu 4 NI C0.60 g, 1 ^g) fcgSjflU RJfc«J 
£7 p#M*g#U 60 -c -e I 9 ^MJnSfeLfco * C 30 ■«*-> *«jbD U tM&I * 
EtOAc C3 -30 nD-camufco a*^*>-&^^T«»*«*CNa,S0 4 )u, 
, iBETtiiLfcc JjAMtJ £ n -7 h ^7 7 - CSi0 2 , 2 - 10 on, 0-20 
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% Ettwc-^v.*-9->$3E*tt) k#u %.&m 021 m, 15%) *mm*mt lt 

llfco mttfk&m Clll mg, 0.22 mnol, 1 ^ft) "THF C2 mL) j$ 

N 2 &H&T\ 25 *C T> Bu 4 NF (THF4.I M, 0.44 mL, 0.44 rrniol , 2 
^») -C 3 ftmimLtio 7K C30 mL) fc&JijU 3M£»£ EtOAc (3 X 30 mL) 

Tto ffl£fifct&**nv h^9 7>f-fctfLfc<> lfflfBft^*! C33 mg, 0.12 

mnol, 1 ^*) <7)te7fC DMF CO. 6 mL) N 2 fi^f, PDC C0.23 g, 0. 

61 mmo"!, 5 gDtML/;, 25 "C T? 4.5 ^J$l, -fc?-f >* 

ilLTaau «BET-C«ttUJto ^-C, flSna-fb-fr* C41 mg, 0.14 mmol, 1 

(0.8 mL) N 2 T 0 «C T, *W )V ( CH 

,CI,4i2 M, 0.21 mL, 0.42 mnol, 3 Si)X«L^:« Klft&frttfr 25 *C K 

Et0Ac-e^L> &ffl&<V (lmD-e^gL^o * (30 mL) fcifiJn U E 

tOAc (3X 30 mD-c^ait^o *a*-ft-fc*fe*tt»*tt* CNa 2 S0 4 ) u £®L 
, ^JET-CSML^o IM^ov F^77^- (Si0 2 , 1 X 10 cm, 50-10 
0% Et0Acwx^>£j@2v§8|i) fcftu £fi£!$! C21 mg, 52%) fc^&ffit LT 
#£0 ffifE^ DA^t>M (21 mg, 0.074 mmol, 1 ^g) 

t 10% Pd/C (11 mg) t £ Ar f i^T-e|§^fet/: 0 EtOH (1 mL) £ 

asjDU #b$c£ H.-eaj^u^o res«j* 25 1 t 21 mnmttio 

fr<7)lCK Pd/C (20 mg) U Ltz 0 M^»*-fe 

J-*iiLT*iiU «FJ»**BET-CBfc*L, 03 mg, 89%) 

fit Uft, 

[ 0 0 6 4] 

*#W9IC, 4-[(6R* ,lR*)-6-y f^->^^jw-3->^n/N^-b-;v-l-pt h^->] 
Vf^7? K£\ HfTie^tJ ( 31 mg, 0.12 rnnol, 1 ^») £CF»3fcfl: KOH (6 
2 mg, 1.1 rmto'l, 9 ^») t-y^y-ju (0.12 mL) 100 "C T 30 

55*MiD&L£ 0 8LRj£fe* 25 TDKJ$£PU » (2 mL)-e^L, EtOAc (5 
- 2 nO-cjaajtfco «L*-fr*>*J5: CNa 2 SQ, ) u * » U MJ±T 
T?»iBS tfco h^ 7 7^ CSiQ, , 1 - 6 an, 50-80% EtOAc- 
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^^--v-y^mm^ kul, C25mg, 76%) *&m*tiik l-c#^ 0 

l H NMR CCDCI, , 400 MHz) $ 5.79 Cbr, 1H), 5.60 (s, 2H), 5.31 (br, m), 3 
.46-3.25 Cm, 8H), 2.32 (t, 2H, 3 = 7.2 Hz), 2.16-2.06 (m, 4H), 1.93-1.85 

Cm, 4H), 1.55-1.48 Cm, 2H), 1.38-1.28 Cm, 2H), 0.89 Ct, 3H, 1 = 7.3 Hz) 
; l3 CNMR CCDCI,, 100 KHz) $ 175.4, 125.7, 125.5, 71.8, 71.4, 70.9, 69 
.8 , 34.7 , 34.5 , 32.8 , 31.8, 27.1, 26.8 , 25.4, 19.4, 13.9; IR C^JUA) 

nmax 3341, 3203, 3022, 2929, 2860, 1667, 1435, 1404, 1377, 1110, 661 cm 
- 1 ; FABHRMS CNBA-Wal) m/z 284.2235 CQeH^NO, + H* g-£-fjt 284.2226). 
4-CC1R* ,2R*)-6-^>^->p< n^\^->;v-l-pt h^->]/f ;V75 K ( 

V&m is 7©h5>^ltt#) <d&& (ft: ^<7)-fk^t)til27tc{i^?n.^ 

v-^n^^f-tv C19 mg, 0.068 mmo"l, 1 Iffta) t. 10% Pd/C C21 mg) 

Ar ^H^T-C^^^-*7to EtOH CI mL) *«&flnu ^BKfcH, 
«Lt, Rj&to* 25 t) -C 24 |$Hift#Lfco ffiii^*-fe9-T h£JiL 
T^iiL, «^MBET-Cl^*L, 164 C18 mg, 91%) ^il^&ftU LT#fco 
*H WR CCDCI, , 400 MHz) £ 5.83 Cbr, 1H), 5.34 Cbr, 1H), 3.44-3.25 Cm, 
8H), 2.32 Ct, 2H, 3 = 7.1 Hz), 1.95-1.85 Cm, 4H), 1.55-1.29 Cm, 12H), 0. 
89 Ct, 3H, J = 7.4 Hz); "C NMR CCDCI, , 100 MHz) $ 175.4, 71.7, 71.3, 
70.8, 69.8, 37.5, 37.2, 32.8, 31.8, 26.9, 26.6, 25.5, 23.7, 23.5, 19.4, 
13.9; IR Cy 4 ;wa) nmax 3351, 3194 , 2916, 2855, 1667, 1614, 1446, 137 
7, 1261, 1104, 667 cnr 1 ; FABHRMS CNBA-Nal) m/z 308.2194 CQ 6 H, , NO, +N 
a * 3?JjM» 308.2202). 
[0 0 6 5] 

77.-s^it*yj*Jz j — )\, C42 mg, 0.18 rrmo"l, 1 ^jt) J^V^^A Et s N ^ 55 mL ' 0 
.39 mmol, 2.2 ^g) (o^fr <H Cl 2 C0.8 mL) fcfa* , N 2 %Lffl%T, MsCI O 
0 mL, 0.39 rrnol, 2.2 iDtfellfc, KZ£»& 25 4 mffl&WL. * 

C2 mL)^^p L ^o &nm* EtOAc C5 ~2 mL) ^{HL, tt*^**:** 
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^- CSi0 2 , 2 ^ 8 cm, 10-20% EtOAc— V^gB^SI) fcffrL* 175 C 56 m 
g, 10050 £igBJ!&fat LT#7t p l H MR CCDCI, , 400 MHz) $ 5.37-5.27 (m, 
2H), 4.19 Ct, 2H, J = 6.6 Hz), 2.97 (s, 3H), 1.99 (m, 4H), 1.72 (m, 2H) 
, 1.41-1.24 (m, 18H), 0.85 Ct, 3H, 3 = 6.8 Hz); "C NMR CCDCI, , 100 MHz 
) S 130.2, 129.3, 70.1, 37.3, 31.8, 29.7, 29.5 (2), 29.3 (2), 29.1, 28. 
6, 27.2, 26.9, 25.3, 22.6, 14.1; IR Cy j ;wa) nmax 2924, 2854, 1463, 1 
356, 1176, 954, 816, 719 orr 1 ; FABHRMS (NBA-Nal) m/z 341.2135 (Q 7 H,«0 
,S + Na* g^fji 341.2126). 

* ? > 7>)\/fc>m 7Z-/s.^-^-^-fe - ;v^c^^;i/ (49 mg, 0.15 mmol , 1 
^frm) <Z>m7k DMF Cl.O mL) N, #H^T. NaN » (21 n^. 0-32 maol , 

2.2 ^S)T^aL7to £J&^£ 25 x T 23 B#W^#L, tK C2 mL) £ j^p l 
fco 7M£Jf £ EtOAc C5 X 2 mL) -C^tfiU tz^M CNa 2 S0 4 

)L, £aiU MffiTTiS^bTto n.*.mn*? v-? Y 7*7-7 j - CSi0 2 , 2~ 
5 on, 0-2% EtOAc-^^-9->£jgH-^£t) fcffr U 176 C37 mg, 90%) 
fc LT*#£ 0 'H NMR CCDC1, , 400 MHz) $ 5.38-5.28 (m, 2H), 3.24 Ct, 2H 
, 3 = 7.0 Hz), 2.00 Cm, 4H), 1.58 Cm, 2H), 1.39-1.25 Cm, 18H), 0.86 Ct, 
3H, J = 6.8 Hz); 13 C NMR CCDC1 3 , 100 MHz) $ 130.2, 129.5, 51.5, 31.9, 
29.7, 29.6, 29.5, 29.3 C2), 28.80, 28.76, 27.2, 27.0, 26.6, 22.7, 14.1; 
IR (7 j ^a) rmax 2925 , 2854, 2094, 1460, 1260 orr 1 ; ESMS CNBA-Nal) m 
/z 288 CM + Na* ). 

[0 0 6 6] 

Tv K (57 mg, 0.22 mmol, 1 ^fi, ^ft) ^fejfc Et 2 0 Cl-0 mL) > N 

2 #ffl^U^ 0^ KtSiUL. LiAlH 4 C19 mg, 0.50 mmol, 2.3 ^*)-e#LJlL 
fco Rj£l5£25 <C -e 20 ^-K^L^o ^T-2I-£^£ 0 «c K#?£±PU fi& 
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Na 2 S0 4 £j£flnU -J-^TOftffl**) L " iA1H 4 fc^V^Lfco S# Na 2 
SO, *«J||U *i£-«£3IU »jS*«mT-CUSr*LT, 177 (44 mg, 86%) 
*iSI38fcttlfc LT#fc„ 'HNMR (CDCIj , 400 MHz) $ 5.36-5.28 (m, 2H), 2.6 
7 Cbr, 2H), 2.00-1.96 (m, 4H), 1.45-1.24 (m, 20H), 0.85 Ct, 3H, J = 6.7 
Hz); lJ C mR (CDC1, , 100 MHz) $ 130.0, 129.7, 42.2, 31.9, 29.8, 29.7 C 
2), 29.5 , 29.3 (2), 29.1, 27.2 , 27.1, 26.8 , 22.7, 14.1; IR Cy 4 ;WA) n 
max 2923 , 2853, 1570, 1464, 1312 , 818 , 724 air 1 ; FABHRMS (NBA-Nal) m/z 
240.2698 CQ«H 3J N + H* g^vfH 240.2691). 

urn 

L/;®^n7-f ;fc'f4NH, 0H-c % Cravatt et al. (1996) J. Am. Chem. Soc 

. 118 , 580-590; Patterson et al. C1996) J. Am. Chem. Soc. 118 , 5938-5945 

V) (Sigma, Aldrich, Fluka), £ >j <offil»Kli, TOi^KU^U. HI 

|v»t, Cravatt et al. (1996) 3. Am. Chem. Soc. 118, 580-590; Patterson 
et al. (1996) J. Am. Chem. Soc. 118, 5938-5945; Roe et al. J. Am. Chem. 
Soc. 71, 2215-2218; Roe et al. (1952) J. Am. Chem. Soc. 74, 3442-3443^ 

(Sigma, Pfaltz & Bauer) , Xii, TISO «t 9 K. LT^it L£o 
JUT^ K Cm 4) ttTOKLTSirr&tf^ Xfi, iAU (Pfaltz & Bauer) 
„ 18- ^ Kn^->^l/75 K^-^J&fi. Cravatt et al. (1996) J. Am. Chem. S 
00 118, 580-590 fix *3 *K *K*ffl#fc£v>T#i£-r&7'n h=r;l/^ 

-ow ^';->>Cm 6) ECCi^fflv^T^ 1 ; ^y^T-frcc-XT*** w y&K 
•hvfV >¥L (Cravatt et al. (1996) 3. Am. Chem. Soc. 118, 580-590; Pa 
tterson et al. (1996) 3. Am. Chem. Soc. 118 , 5938-5945) , jj ;i/^y^(Li0 
H)%.ZJ*jn)z/>T3. K(EDCI, m<KH',)\zig i m&jK&&-r2>ZkK «t «9SSitL^o 
N-jJ" P * ;P =1 -> > fiJ^A L (Pfaltz and Bauer) % EtOH (DCO k(F>ii v~f 
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>; 19 xf-;i/X7fJW:^L^ 0 m 7 <omMH* Cravatt et al. (1996 

) J. Am. Chem. Soc. 118 , 580-590; Simmons et al. (1959) D. Am. Chem. Soc 
. 81, 4256-4264)^ Lfcrt s ^ Xtt, °. mxfi P~>7y^VX7*f 

(Figure 8) Patterson et al. (1996) J. Am. Chem. Soc. 118 , 5938-5945 

KIRK Littf^. >W.<D^S <7- hXH* \"<>m*1-)\> (LDA 

- l/* >J4> WJBOT^n-^XJiT? >^?>ftjtLfc CHC1, NaOCN) 

o 

[0 0 6 7] 

Dr. Trosko's laboratory J; V) L?t7 ? h TiffflflS CSuter et al., 198 
7) aisjlf/^^f-y^ffiJSfc*^ ^-f^T (cultureware) 4.^ 10% ^ ->|§ 
ffMXC 50 fiiKr^^v^ ->>*flr^Lfc Richter's 

igjfc (Irvine Scientific, Santa Ana, CA)^-ei£^U 95% ^^/5% C0 2 <oM 

, 4-»ift«*«^Lfco Z? 1 3*#5/>cDNA (Kumar et al., 1995)££j£n 

h L^BHK G"A;**-#<Z>fflfc) 5% ^^l&fJ-jfliiffXV 5 

0 // g/nl fi^^r > * -> > £*i3c L /cDMEMt^m^ -Cig* L > 95% ^/5% CO, 
tm^-m^, 37<C^ x.s<- h Lfco BHK|BUI&fc:*5»t*jff * 
IfcRSrW*-*-* IEBTO^^90%n >7^x>hi:^o/cti, 100 ^ 

M ^^i&*8~18^H^»tT^^^^Pt^o 

^ y T 2fflJ3&& 0* 1 jjfflfl&Jg^ & & * 3» * , 5% ;p -> 7 

r-^xn- CH fejg (?) 0.1 M LiCI fefov&t&XKX *) 7? •b'f U fe^ 

flSLfco 3£*K<fc jrvi\£'<y hKXfifc 0 Nikon Diaphot 

^l&MBB/ jctf y )\>*V*y Y (epi fluorescent) 8(tRflg£fe£ LXWUIt b 
, Eppendorf mi croi njector (model 5246) £ 1$ ffl L X -fejg o "7 -f * o tl° 
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^*ffl^T*JB^>jWI&*«BfX»i^^ (scrape) -rs£fcfcJ:*K 

[0 0 6 8] 

^^W>^>HM\^\ Kaspartate 160, ECTA 10, CaCl 2 2, HEPES 10 (pH 7.2) 
, ATP 4 (nM) ^t>&&fc?^y ^CMiller et al., (1992) J Me 

m. Biol. 128 , 91-102)^ Ltztf^, 7 v h 7 ') TMJl&<DttKtt LT^f o 
<7)*fflJ3&^:#<^/N*^-f-c7)|S^ (double whole cell patch recording) l tT 
MfeLtZo fl-ifcli, NaC > I 60 . KC I 4.5, CaCI, 2, MgCI, 1, HEPES 10 nM) , p 
H 7.4^-^-^v^ WX<DMm* -40 mV l^f^U -20 ^ay^)V7. 

7 y r W rmmK, 25 nM HEPES jgffijg (HBSS/HEPES) Hank's ypffi 

i&mmm*<D5 ,/M Fluo-3/AM ((^Ibiochem^lp^iig^TAftfco Zwm&X 

y rmmm*®^ hbss/hepes mmm^&Ltio ^xm^m^ 
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fflLm*H^xmm&M&Ltz (.m& = 506 rm, mm = 526 ™o« 

fefli <7?M * > $ ij 3* l mja&^ ^ - fi m.-* m k m *t tz & mm$,v> & s-^ & & u# h 

[0 0 6 9] 

fc&fctlfco m&L,tz?>s*?n* 2% SDS fcfc#U £*VC*Jf* Bio-Rad 
DC Protein Assay kit (Bio-Rad Corp.)£f£JB LTiBlJ5eL£o 10 9 o>9>* 
10% SDS-PAGE^J: ^ m^?*®J U Wt^XJ * fcfn >-P H CMillipore Co 

v' > *K 'J ? n — )\> ? y- ^rtiifcTk OfHRP/Chemiluminescence fata, ^^iv (Anersha 
m CorpJ^gujit^fg^^ Lfztf\,*tiim LTttU L£o 

[HI] 
[12] 

[13] 
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mm<vmm, H2#ra 0 Cb)SMfo*-fo Cc)KJ^L^:*JtK:fev»T»illBJI&K»LT 
[@4] 

•f- )V 7 >J -fe n - )V Q 
[135] 

Tfill|2s.^ial9#Ba 0 
[M6] 

»8M**LTV»4, wLfcWftliTIEwa»)-C*fe4o c a )*> * ^;l£-£-#iW^ 
[07] 

[138] 

ttOB** H12#BS 0 (b)^U,^-f 0 CO150 rrM?f*j£ 0 (d)pr&t4 0 CJt&O'ft'fr 
[m 9 ] 
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m 9 lt, •Zfr-yV&WL&ffi (calcium wave propagation) a ^ -v y TlS^ii 

mmLtzmm^h^^K^^xKj^Ltzm^^sm-r^ z t kx £ 

(vp^i^^H) t LT^ Ltz (Ty-tJ^mnffliztzm) o ^HSMii^ 
o^JE^joV^Tffv^ &mzts^XlO<D9k5LLtz-7 <i - FZU%iLtz 0 N = 30 

o 

[H 1 0] 

^Ui>5o lg#Lfc9y r^'JTM, CA&r_F fg)^ ;w>7r — f 

50 ^M^i/7 = KKJ:& 10 #R<7)#yiK«l: ^ feMli^C^n-^? 
ftfco ^'JT$M&£^ ju->7r--r^u- k i>KX? U-7°xj- r (scrape 1 
oad) L^:tu5 (G A ffi) % M ra^TT-feif tM£J| £n — KL *:*fflJ!&^ mm 
mm (H) ^^W^^SlL^o *l-7 5 K (I) ffeiL^ti, -fe^fi^M 
JI&'M5*iL&^o7c 0 7,y-~)V^- = 50 ^ m o 
[011] 

Ullfi, 0) fe|i||<?)tV7^ Kiitt7'o^<7)ffllOT^^, 
T-^^n-^AflffiC^'; T«8Ba^ffi^<^«^O^VT5 K (5-100 ^ M)-c4b# 

uo^so^ija^^ 20 ^m^-vt^ h'zm^tzt zizmmzntzo oo 

-jiAf i:^U r#HJ&£50 ^ m 4-1/75 K^SftfciSMJ&JS-rsi 1 J: 
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[mi 2] 

0 12 fi> &M<Vteffi<Dm&&&& J ki?-£tz2M<OMW&-£i£?>''*y ^hB^ (patch 
recording) fc^ffl LT, 3$*L*: ^ * r ^ 'J 7*fflfl&K fc»t & y "fm^<0 

-40 mV -e*f8FU «Sl^jffl^ ^v^-e^2ojaail&* - 20 ^k^x? 7 (ste 

p) l/co ic^««iii&itcepijDL7t:m)E*^L, mmtmrn^K^m l^ie*^ 

So JifRl^om^^rp] (deflection) «^«-40 20 rrtyc^fctfc 

iWI&tci5»t**SilRX0 f Sf^g|S^*«E<^-&t|-*^LTv>4 o 50 ^ ijfj^ 150 == 

y^o±tRit«5«iRittiieii&i^*>ti«aE-c*i9, 200 ~ 300 = ut^xiMia 

, -h^^L^^-Daai&c^M^^LTv^o »l<7)-fe;p^/^;v^ (pulse) i_ 

frl if & > 20 rriV<7) h ^ > ^ ->* ^ v ^ -> 3 -j- )UMM (trans junctional voltage) iz 
*QB&2tLfcTfa&<vm.M<Vffi[%amttZZ-V$>V) . 20mV<o 
mW)tf (driving force) tf % fflfalfiXfrX S *12> IZ fctf^fr blf, 

. T-*tt, 50 pSj: «j/hS^»«ft-d'»fe»ttK±RSrR56L>5:. U#oT 

*f<0^ie^»tettl3 ± 7 nS Cn=3)-c$>fj, 50 ^ M *^T3 KfcMLfc 
«eHa*f^THlJe^*14»i0-5± 0.7 nS Cn=5)-c& 0 ,t 0 
[013] 
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[Hi 4] 

*fflfl&(D) C50 ^ M *UT< K-ClOfl-Wl)"Cttfe5K»lt|ti^?*^ofco 
[Hi 5 ] 

0,2+4. 2X) 0 iE»**&»^8-MB*M«SiIlLfc^ fe£fMfott#*fcJ*JDL*:C95+ 

4.5%) 0 50 *UT< Kli, XttSt > HJ3 ^Tfe*#»*^^ 
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